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PREFACE TO THE AMERICAN EDITIOIf. 


The present edition of Wöhler's Ha^d-Book op 
Mineral Analysis is a translation of the last German 
with some changes and additions. 

A few of the methods here described might have 
been omitted, and newer, in some cases preferable ones, 
given instead, but it has been thought advisable to 
present the book in nearly the same form as the ori- 
ginal. 

Free use has been made of the excellent translation 
of the first edition by Dr. A. W. Hoffman, and frequent 
reference had to the French edition by Messrs. Gran- 
deau and Troost, from which many of the illustrations 
of apparatus have been taken. 

The work is not intended to take the place of larger 

and more complete works on analysis, but it is believed 

that it will be found a convenient companion to these 

in the laboratory. 

H.B. N. 

Tboy, N. Y., Dec. 15, 1870. 


PREFACE. 


»llectioD of examples for illustrating the most 

it processes for determining the composition 

al' substances, is designed chiefly for use in 

atory. 

rawQ up under the impression that it is easier 

minds to obtain a clear insight into general 
and laws hy the study of special cases, than, 
, to acquire a knowledge of individual cases 
lirecting the attention to general rules. Au 

has been made to arrange the book in such 
- as still to leave enough to demand the re- 
if the student and the explanations of the 

the latter also must point out the authority for 
idual methods here given, and also which he 

the best. 

FRIEDKIOH WÖHLER. 
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MINERAL ANALYSIS. 


1. CHLORIDE OF SODIUM. 

NaCl. 

Perfectly pure crystallized common salt is strongly 
heated, to expel adhering moisture, weighed, dissolved 
in water, the solution slightly acidified with nitric acid, 
heated, and the chlorine precipitated by nitrate of sil- 
ver, the liquid being at the same time violently agitated 
by stirring. When the chloride of silver has com- 
pletely separated, leaving the liquid clear, it is filtered 
off and washed (with as little exposure to light as pos-, 
sible), first with hot water acidified with nitric acid, in 
order that it may not pass through the filter and sub- 
sequently with pure water. When the precipitate has 
been perfectly dried it is removed as completely as 
possible from the filter, and fused, in a weighed porce- 
lain crucible, over the gas-lamp. The filter is com- 
pletely incinerated by itself; the ashes are placed upon 
the cooled chloride of silver, and heated, first with a 
little nitric acid, in order to oxidize the reduced silver, 


14 CHLOBIDE OF SILVER. 

and afterwards with a few drops of hydrochloric acid ; 
the excess of acid having been expelled, the chloride 
of silver is again heated to fusion, allowed to cool, and 
weighed. 100 parts of AgCl contain 24.78 chlorine 
(and 75.27 silver). 

The liquid in which the chloride of silver floats can 
also be decanted with care on a filter. The chloride 
can be collected in a weighed porcelain crucible, after 
washing, dried, gently calcined, and weighed. The 
chloride of silver being a little volatile, there is danger 
of loss if it is heated to fusion. The filter is burned by 
itself and the ashes weighed with the calcined chloride. 

For the determination of the sodium, another weighed 
portion of chloride of sodium is carefully moistened, 
in a weighed platinum crucible, with concentrated sul- 
phuric acid ; after some time, a gentle heat is applied 
until all the chlorine has been expelled in the form of 
hydrochloric acid, when the excess of sulphuric acid is 
carefully evaporated, and the residual sulphate of soda 
finally heated to redness, a fragment of carbonate of 
ammonia being placed in the crucible, to decompose 
any acid salt. From the weight of the sulphate of 
soda, that of the sodium is calculated. 


2. CHLORIDE OF SILVER. 
AgCl. 

In order to determine the composition of chloride of 
silver, a weighed quantity of pure silver is dissolved 
in dilutQ nitric acid, the solution precipitated with 
dilute hydrochloric acid, and the precipitated chloride 
of silver treated as in No. 1. 

Or a weighed portion of fused chloride of silver may 
be heated with a low flame, in a bulb-tube, through 
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Fig. 1. 
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which a stream of hydrogen is passed until it is com- 
pletely reduced to metallic silver, which is then weighed. 


3. SULPHATE OF SODA. 

NaO,SO3+10HO. 

For the determination of the water, a weighed quan- 
tity of the salt is gradually and carefully heated in 
a platinum crucible, until the whole of the water is 
expelled, to insure which the heat is finally raised to 
ignition. 

The sulphuric acid is determined by dissolving the 
salt in water and precipitating with chloride of barium. 
The liquid is then warmed, and must not be filtered 
until the sulphate of baryta has completely separated. 
The clear liquid is then poured upon the filter, without 
the precipitate, which is stirred up with hot water, 
again allowed to subside, the clear liquid being poured 
upon the filter, and the precipitate once more treated 
in the same way before it is thrown upon the filter, in 
order that none may pass through the pores of the 


KOCHKLLB »ALT. 

When perrectly washed, it is dried, separated 
as possible from the filter, the latter being 
ly incinerated, and its ashes added to the pre- 
which is then ignited and weighed. 100 parts 
ite of baryta contain 34.29 of sulphuric acid, 
of sulphur. The amount of soda is deter- 
f difference. 


PARTRATE OP POTA88A AND SODA.» 

tte-salt ; Bochelle-salt, (KO, NaO, T + 8 HO). 

(timation of the water requires the cautious 
on of heat for a long perioti. The salt fuses 
ow 100°, and enters into ebullition at 120°, 
QOt lose the whole of its water till heated to 

ermine the bases, the salt is ignited, the alka- 
■Ived out of the carbonaceous mass by dilute 
oric acid, and the filtered solution evaporated 
ss; the mised chlorides are heated to dull 
n a covered platinum crucible and weighed. 
I then dissolved in a little water, and the solu- 
ed with a moderately concentrated solution 
ride of platinum. The solution, with the sus- 
precipitate, is evaporated to dryness on the 
th, the dry mass digested for some time with 
and the potassio-chloride of platinum col- 
pon a filter which baa been dried at 100°, 
jhed. The filtrate, which contains the sodio- 
of platinum, must still have a distinct yellow 
The platinum-salt is washed with alcohol, 


BOCHELLE-SALT. 17 

dried at 100°, and weighed. 100 parts correspond to 
16.03 of potassium, or 19.33 of potassa. 

The amount of the chloride of sodium may be 
ascertained by deducting the weight of the chloride of 
potassium from that of the mixed chlorides. It is 
safer, however, to control this result by direct deter- 
mination, for which purpose the filtered liquid is care- 
fully evaporated to dryness, and the mass strongly 
ignited in a covered platinum crucible; in order to 
insure the complete decomposition of the chloride of 
platinum, the ignition should be repeated, with addi- 
tion of a few crystals of oxalic acid. From the cooled 
mass, the chloride of sodium is extracted with water. 

When, as is frequently the case, the two alkalies 
are present as sulphates, together with an excess of 
acid, the greater portion of the latter is expelled by 
careful evaporation, and the saline mass afterwards 
ignited in a covered platinum crucible, into which 
small fragments of carbonate of ammonia are from 
time to time introduced. The joint weight of the 
neutral salts thus obtained is then determined. 

In order to convert these sulphates into chlorides, 
the mass is moistened with water, mixed with pure 
chloride of ammonium, and heated in a covered cru- 
cible until the excess of the latter salt is expelled; 
this operation is repeated until the weight is constant, 
when the chlorides are separated by means of bichlo- 
ride of platinum. 

Or the solution of the sulphates maybe precipitated 
by a solution of pure acetate of baryta, the precipitate 
filtered off, the filtrate evaporated to dryness, and the 
residue ignited. From the carbonized mass, water 
dissolves the alkalies as carbonates, which are con- 
verted into chlorides by treatment with hydrochloric 
acid. 

2* 


SULPHATE OP SODA-AHMONIA.. 

LPHATE OP SODA AND AMMONIA* 

NaO.SO,; NH,0, S0,-t-4HO. 

mine the amoiiDt of soda, a weighed portioa 
■ dried at 50° is gradually and carefully 
•ednesa in a platinum crucible, a fragment 
« of ammonia being held in the latter, at 
the operation, to complete the removal of 
of Bulphunc acid. From the weight of sul- 
da obtained, that of the aoda is calculated. 
)hunc acid is determined in another weighed 
the ealt, which is dissolved in warm water 
litated by chloride of barium. From the 
heeulphateof baryta, after filtering, waah- 
liting^ the amount of sulphuric acid is cal- 

ntity of the ammonia may be estimated ac- 
two different methods. 

reighed salt is dissolved in the smallest pos- 
tity of water, and the soluion mixed with 
I alcoholic solution of bichloride of platinum, 
lipitates the ammonia in the form of ammo- 
e of platinum. When the precipitate is 

separated, it ia filtered off, washed with 
led, and carefully ignited {see No. 1). From 
of the residual platinum, that of the ammo- 
ulated. 100 parts of platinum correspond 

ammonia. In order to ascertain that the 
loes not contain any sulphate of soda or 

sodmm which may have been precipitated 
ohol, It 18 washed with water and again 

re thU wll, two eqnal portions of dilute BwlphuHo 
in, the OD« neahal.^ed with oarbon.te of Bo<ta ih«^ 

" ?'??• f,^""""'" f,'''**^ *° "«•"«lü'^tiop, aud the 
orated to the orjBtallizlDg point. 


SULPHATE OP POTASSA AND MAGNESIA. 19 

b. By distilling the weighed salt with a moderately 
concentrated solution of soda, the ammonia is evolveci, 
and may be combined with hydrochloric acid. This 
is best effected in a small flask furnished with a fun- 
nel-tube by which the solution of soda is introduced, 
and a long condensing-tube, the end of which dips 
into moderately-strong hydrochloric acid. The liquid 
is retained in ebullition until one-half has distilled 
over. The hydrochloric solution is carefully evapo- 
rated to dryness in a weighed dish, over a water-bath, 
and the residue of chloride of ammonium weighed ; or 
it may be converted into ammonio-chloride of plati- 
num, which is then treated as above. 

After determining the soda, the ammonia, and the 
sulphuric acid, the quantity of the water may be ascer- 
tained by difference. It may also be controlled by 
mixing a weighed portion of the powdered salt, in a 
platinum crucible, with an excess of freshly-burnt 
lime, free from water and carbonic acid ; the mixture 
is covered with a layer of lime, the whole weighed, 
and very strongly ignited over a gas burner. The 
loss of weight represents the joint amount of thd am- 
monia and water. 


6. SULPHATE OF POTASSA AND MAGNESIA * 
KO, SO3; MgO, SO3+6HO. 

This salt loses all its water at 133°. The sulphuric 
acid is determined by precipitation by chloride of 
barium {see No. 3). 

For the estimation of the magnesia, another weighed 
quantity of the salt is dissolved in water, mixed with 

* This salt is easily obtained in crystals, by mixing a boiling 
saturated solation of 1 part of sulphate of potassa, with a saturated 
BolatioD of 1^ part of sulphate of magnesia. 


SULPHATE OF P0TAS3A ASD MAGNESIA. 

le of ammonium, subsequently with ammonia, 
le magnesia precipitated aa phosphate of mag- 
mimonia bj adding phosphate of soda. The 
itatioa is not complete till after the lapseof twelve 
when the precipitate is collected on a filter and 
d with a mixture of 3 parts of water and 1 part 
Stic ammonia, in wbich it is perfectly insoluble, 
drying, it is ignited, being thus converted into 
), PO, which contains 36.44 per cent, of mag- 
The potassa may be determined by difference, 
irect estimation be required, aa is frequently the 
specially in tbe analysis of minerals, the' salt is 
red in water, and the sulphuric acid and mag- 
precipitated by a hot saturated solution of hy- 
of baryta. The excess of baryta is removed 
he altered liquid by adding a mixture of ammo- 
id carbonate of ammonia, the filtrate saturated 
hydrochloric acid, evaporated, the chloride of 
ium feebly ignited and weighed. 
)oth potassa and soda be present, they are sepa- 
as in No. 4. 

m the mixed precipitate of magnesia and sulphate 
jrta, the former is dissolved by diluted sulphuric 
ind afterwards precipitated and determined as 

)ther method consists in mixing the solution of 
uble sulphates of magnesia, and the alkalies with 
J precipitated carbonate of baryta, and passing 
d carbonic acid through the mixture for a con- 
ble time. The sulphate of baryta wbich is then 
oed is filtered off, the solution evaporated to dry- 
ind the mass heated nearly to redness. A mix- 
if carbonate of baryta, magnesia, and alkaline 
late is thus obtained, from which the latter may 
traded with water, converted into chloride, and 
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7. CARBONATE OF POTASSA AND MAGNESIA .♦ 
KO, CO,; 2(MgO, CO,) +9 HO. 

When ignited, this salt loses three-fourths of its car- 
bonic acid, andflthe whole of its water, leaving a mix- 
ture of carbonate of potassa and magnesia, which may 
be separated by water, and quantitatively determined, 
the potassa for this purpose being converted into chlo- 
ride of potassium. The magnesia should not be washed 
longer than is necessary, since it is not entirely insolu- 
ble in water. (Magnesia is more soluble in hot water, 
and on this account cold is preferable.) 

The total quantity of carbonic acid contained in the 
salt is determined by expelling it in an apparatus 
arranged for the quantitative determination of carbonic 
acid. The amount of water may then be inferred by 
difference. 

The joint weight of the water and carbonic acid may 
be determined by fusing a quantity of vitrified borax 
in a platinum crucible, weighing when cool, intro- 
ducing the salt, again weighing, and fusing over the 
gas flame until all the carbonic acid is evolved, and 
the fused borax becomes clear. The loss of weight 
expresses the joint amount of water and carbonic acid. 


8. EPSOM-SALT AND GLAUBERS-SALT. 

MgO, SO3+ 7 HO and NaO, SO3 + 10 HO. 

One hundred parts of pure sulphate of magnesia 
give, by the method described in No. 6, 45.12 parts of 
phosphate of magnesia. A specimen of Epsom-salt 

* Obtained in crystals on mixing a solution of chloride of mague- 
siam with a warm saturated solution of bicarbonate of potassa. 
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adulterated with Glauber's salt will give a proportion- 
ally smaller quantity of the phosphate. Since 45.12 
parts of 2 MgO, PO^ correspond to 100 parts of crys- 
tallized sulphate of magnesia, a specimen of the latter 
which yields, for example, only- 40 j^rts of 2 MgO, 
PO, would contain only 88.3 per cent^f true Epsom- 
salt, and 11.7 per cent, of Glauber's-salt. 

In order to test Epsom-salt for Glauber's-salt, the 
specimen is mixed with powdered charcoal, dried, and 
heated in a crucible to bright redness. If sulphate of 
soda- be present, water will dissolve out of the cold 
mass sulphide of sodium, which, when treated with 
hydrochloric acid, is converted into chloride of sodium, 
with evolution of sulphuretted hydrogen. 

Or the solution of the salt to be tested may be pre- 
cipitated by hot saturated baryta-water, filtered, the 
excess of baryta precipitated from the solution by a 
mixture of ammonia and carbonate of ammonia, and 
the filtrate evaporated, when, if any Glauber's-salt have 
been present, carbonate of soda will be left. 


9. PHOSPHATE OF SODA AND AMMONIA.* 
NaO, NH,0, HO, P0,-|.8 HO. 

A weighed quantity of the salt is gradually and 
cautiously heated in a platinum crucible, the heat being 
finally raised to ignition, and continued till the salt is 
in a state of tranquil fusion. The ammonia and water 
are thus expelled, .their joint amount being indicated 
by the loss of weight. The fused residue is NaO, PO^. 

* Six parts of crystallized phosphate of soda are dissolved, with 
the aid of heat, in 2 parts of water, and in this solution 2 parts of 
chloride of ammonium are dissolved. Tlie filtered liquid deposits 
crystals of the new salt which are purified by solution in hot am- 
moniacal water and recrystaliizatiou. 
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The determination of the ammonia is effected as in 
No. 5, with another portion of the salt. 

In order to determine the phosphoric acid, the salt 
is dissolved in water and mixed with chloride of am- 
monium, ammonia and sulphate of magnesia, the pre- 
cipitatate being treated as in No. 6. The ignited 
2MgO, PO, contains 63.55 per cent, of phosphoric acid. 

For the direct determination of the soda, a weighed 
quantity of the salt is dissolved in water, and the phos- 
phoric acid precipitated by acetate of lead. From the 
filtered liquid, the excess of oxide of lead is removed 
by a mixture of ammonia and carbonate of ammonia, 
the solution heated to ebullition, filtered, evaporated 
to dryness and the residual acetate ignited, with access 
of air, until the carbonate of soda is colorless. 

Asa control for the determination of the phosphoric 
acid, the phosphate of lead may be decomposed by 
heating with dilute sulphuric acid, and the phosphoric 
acid precipitated from the filtrate by sulphate of mag- 
nesia, as directed above. 


10. PHOSPHATE OP MAGNESIA AND AMMONIA.* 

2 MgO, NH,0, P0,+ 12 HO. 

By ignition the salt is converted into 2 MgO, PO,, 
The ammonia is determined by dissolving the salt 
in the smallest possible quantity of hydrochloric acid, 
mixing the solution with bichloride of platinum and 
alcohol, and treating the ammonio-chloride of platinum, 
as in No. 5. 
In order to separate and determine the phosphoric 

* Prepared by precipitating a solation of sulphate of magnesia 
to which much chloride of ammonium has been added, by phos- 
phate of soda, and washing the precipitate with dilute ammonia. 


:0SFHATB OF MAGNESIA AMD AMHONIA. 

magnesia, the ignited salt is fused in a plati- 
cible, over a apirit-Iamp, with 4 parts of car- 
tf potassa and soda.* The mass is digested 
ber, the residual magoeaia washed, ignited and 

tkaline solution is neutralized with acetic acid, 
shosphoric acid precipitated hy acetate of lead, 
cipitate is filtered off, washed, dried, detached 
possible from the filter, which is incinerated 
rcelain crucible, in which the precipitate ia 
itly ignited and weighed. Since its composi- 
variable, the quantity of the phosphoric acid 
■e calculated from it. In order to determine 
, the precipitate is dissolved in warm dilute 
id, and'the oxide of lead separated by sulphuric 
shol being afterwards added to complete the 
ition, 

ulphate of lead is filtered off", washed, ignited 
ghed. From the amount of this precipitate, 
be phosphoric acid may be calculated, 
hospfaate of magnesia and ammonia may also 
Ived in acetic acid, the phosphoric acid pre- 
by acetate of lead, the excess of oxide of lead 
from the filtrate by adding a mixture of 
I and carbonate of ammonia, heating and filter- 
le solution, which contains acetate of magnesia, 
rated, and the residue ignited, until the mag- 
pierfectly white. 

ler method of separating phosphoric acid and 
El consists in dissolving the ignited salt in a 
droohloric acid, boiling the solution for some 
jrder to convert the phosphoric acid into the 
form, and mixing it, first, with solution of 

iting ot eqaivalent proportions of EO, CO, and NaO, CO,, 
I of tliB former, and 10 of the Utter. AlMieaBily obtained 
g Seigaetto-ealt free from lime, diseolTJog, and evapo- 
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sesquichloride of iron, and afterwards, with excess of 
acetate of aonnonia ; if the solution be now boiled for 
some time, all the phosphoric acid and iron are pre- 
cipitated, and the magnesia' remains in solution. The 
filtered liquid is evaporated to dryness, the residue 
heated till all ammoniacal salt is expelled and moistened 
with sulphuric acid to convert the magnesia into sul- 
phate. The excess of acid is expelled by heat, and the 
residual salt gently ignited ; from the weight of this 
residue that of the magnesia, and consquently of the 
phosphoric acid, is calculated. 


11. THE CHLORIDES OF POTASSIUM, SODIUM, AND 

, MAGNESIUM. 

In the analysis of minerals which are decomposed by 
hydrochloric acid, there is frequently obtained, after 
the separation of the other constituents, a mixture of 
the above-mentioned chlorides. The solution, if con- 
taining, as is generally the case, ammoniacal salts, is 
evaporated to dryness, and the mass gently ignited in 
a platinum crucible until the latter are volatilized. The 
magnesia and alkalies are then separated according to 
one of the following methods : — 

I. The mass is moistened with a concentrated solu- 
tion of carbonate of ammonia, dried and ignited, during 
which operation, a fragment of carbonate of ammonia 
is held within the partially closed crucible. This pro- 
cess is repeated until a constant weight is obtained. 
A mixture of magnesia and alkaline chlorides is left, 
from which the latter may be extracted by water. This 
method is more difficult of execution in proportion as 
more alkaline chlorides are present. 

II. The residue containing the three chlorides is 
mixed in a platinum crucible, with some water and a 

'6 


CHL0RIUB8 OP POTASSIUM, SODIUM; ETC. 

ity of finely -powdered oxide of mercury; the 
re is digested for some time, dried, and ignited 
jvered crucible, when all the chloride of magne- 
s decomposed and concerted into magnesia. 
. The chlorides are dissolved in a little water, and 
lulion boiled for a long time with freshly preci- 
i carbonate of silver, when all the chloride of 
^ium is decomposed. The precipitate is altered 
tshed, and the precipitated carbonate of magnesia 
ved out with dilute hydrochloric acid. 

The solution of the bases is mixed with some 
imoniac and ammonia in excess, and the mag- 
precipitated by phosphate of ammonia (see No, 6). 

the filtrate the ammonia is expelled by evapo- 
, and the excess of phosphoric acid precipitated 
etate of lead as a compound .of phosphate and 
ide of lead. The excess of oxide of lead is pre- 
ted by a mixture of ammonia and carbonate of 
mia; the liquid digested, and the precipitate 
d off. The alkalies are then obtained by evapo- 

The chlorides are converted into nitrates by 
ig with about six times their weight of hitrie acid. 
olutioQ is evaporated, the salts moistened several 
, digested With crystals of oxalic acid whereby all 
.trio acid is decomposed. 

>m the residual mixture of magnesia and alkaline 
nates, the latter are extracted with water. 
. The magnesia may be precipitated by sesqui- 
nate of ammonia and ammonia, and washed with 
ame. If potash is present in this precipitate it 
be dissolved out with water after ignition. 
I. Should the three bases be in form of sulphates, 
rocess indicated in No. 4 must be adopted, or they 
eighed after ignition, dissolved in a little water, 
olntion weighed, about one half poured off, and 
emainder weighed. From one portion the mag- 
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nesia is precipitated by ammonia and phosphate of 
Roda, and from the other potassa by bichloride of pla- 
tinum. 


12. DOLOMITE AND BITTER-SPAR. 
CaO, CO,; MgO, CO,. 

The mineral dried at 100® is dissolved in dilute nitric 
acid; the solution afterwards heated, in order to oxidize 
any protoxide of iron, neutralized with ammonia, heated 
to ebullition till it no longer smells of ammonia, and 
rapidly filtered from any precipitate of sesquioxide of 
iron. The lime is then precipitated by oxalate of am- 
monia. When the precipitate has subsided, after being 
digested for some time, it is filtered off, washed, dried 
and ignited ; it i^ then moistened with carbonate of 
ammonia, again dried, and gently heated. It is weighed 
as carbonate of lime. Or it may be moistened with 
concentrated sulphuric acid, the excess of acid being 
expelled by evaporation and subsequent ignition, and 
weighed as sulphate of lime. 

After the filtered liquid has been mixed with excess 
of ammonia, the magnesia is precipitated by phosphate 
of soda, and the precipitate treated as in No. 6. 

The quantity of carbonic acid contained in the min- 
eral may be determined by loss. It may also be ascer- 
tained directly by means of the apparatus arranged for 
the quantitative determination of carbonic acid. 


13. BONE-ASH. 

3CaO,PO, with 8MgO,PO, and CaÖ,CO,. 

A mass of white burnt bone is dissolved in dilute 
nitric acid, the solution digested for some time to expel 
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all the carbonic acid, and the phosphates of lime and 
magnesia precipitated by ammonia. When the pre- 
cipitate has separated, the solution, which contains the 
lime previously in combination with carbonic acid, is 
rapidly filtered, and the precipitate thoroughly washed 
with ammoniacal water. 

From the filtrate, the lime is precipitated by oxalate 
of ammonia, and the precipitate treated as in No. 12. 

The precipitate of phosphates of lime and magnesia 
is dissolved in the smallest possible quantity of hydro- 
chloric acid, and the lime precipitated by neutral oxa- 
late of potassa. The mixture is digested for some 
time at a gentle heat, to promote the separation of the 
precipitate, and the clear supernatant fluid is then cau- 
tiously neutralized with carbonate of potassa, in order 
to precipitate the oxalate of lime dissolved by the 
liberatea oxalic acid ; as soon as it has completely 
separated, the precipitate is filtered off. From the fil- 
trate, which contains all the phosphoric acid and mag- 
nesia, the latter is precipitated by ammonia as phos- 
phate of magnesia-ammonia, which is treated as in 
No. 6. 

From the liquid filtered from this precipitate, which 
must contain free ammonia, the phosphoric acid is 
precipitated by sulphate of magnesia. 

The very small quantity of fluoride of calcium con- 
tained in bones can only be detected qualitatively ; 
in the precipitate obtained by saturating the solution of 
bone-ash in nitric acid with ammonia. 

Bone-ash may also be analyzed in the following 
manner : The finely-powdered substance is heated for 
a long time, nearly to boiling, with an excess of dilute 
sulphuric acid, the greater part of the water is then 
evaporated, and the mass mixed with twice its volume 
of absolute alcohol, which dissolves the phosphoric 
acid. The mixture is filtered, and the sulphates washed 
with alcohol. From these the sulphate of magnesia 
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and a part of the sulphate of lime are extracted with 
water, and separated as in No. 12. The sulphate of 
lime remaining undissolved is ignited and weighed. 
The phosphoric acid solution is mixed with water, the 
alcohol evaporated, and the phosphoric acid then pre- 
cipitated by sulphate of magnesia and ammonia as in 
No. 6. 

A third method, based upon the insolubility of 
phosphate of binoxide of tin in nitric acid, is as fol- 
lows : The weighed bone-ash is heated in a flask, with 
moderately strong nitric acid, and several times its 
weight of pure tin (tin-foil), the weight of which, must 
be accurately known ; the contents of the flask are 
heated to ebullition, diluted with water, and the binox- 
ide of tin, which contains the whole of the phosphoric 
acid, is filtered off^ washed, dried, ignited and weighed. 
The difference between the weight of this precipitate 
and that of the binoxide of tin which should be fur- 
nished by the amount of metal employed, is due to 
phosphoric acid. The separation of the lime and mag- 
nesia contained in the solution is effected as in No. 12. 

A fourth method, applicable in general for the sepa- 
ration of phosphoric acid from bases, consists in dis- 
solving the substance to be analyzed in a small quan- 
tity of nitric acid, adding nitrate of silver,- some car- 
bonate of silver, and shaking the mixture. All the 
phosphoric acid combines with the oxide of silver and 
is precipitated, while the bases remain in solution and 
may be separated from the excess of silver by hydro- 
chloric acid. 


14. APATITE. 

3 (3 CaO, PO,)+CaCl (or+CaF). 

For the determination of the chlorine, a weighed por- 
tion of the mineral (which need not be powdered) is 


in dilute nitric acid,* and the chlorine pre- 
by nitrate of silver. 
ler to detect the email quantity of fluorine 

contained in some speoimeoa of apatite, the 
wdered mineral ia mixed, in a platinum cru- 
h concentrated sulphuric acid, and the crucible 
with a glass plate coated with a thin film of 
>ugh which some characters have been written 
3edle; the crucible is then heated with a äame 
as not to melt the wax. If fiuorine be pre- 

characters are found etched upon the glass 

I removal of the wax. The quantity of the 
is inferred from the loss of weight in the whole 

hosphoric acid and lime may be determined 
lethods described ia the analysis of bone-ash. 
>wing process may also be employed, 
lineral is dissolved in nitric acid, in a dish, and 

pure mercury added that, afler saturating the 
jrtion still remains undissolved. The mixture 
vaporated to perfect dryness on the water-bath. 
it Btill emit an odor of nitric acid, this acid 

completely expelled by adding more water, 
nevaporatiog todryness. The mass is treated 
er, filtered through the smallest possible filter, 

residue, which contaios all the phosphoric 

II washed. 

alution contains, besides the excess of the mer- 
t, the whole of the lime. The suboxide of 
is precipitated by hydrochloric acid. Any 
le of mercury which may have been formed, is 
ited from the filtrate by ammonia. If the mine- 
lin iron, or other bases precipitable by ammo- 

compaot ap&tltes, when treated with nitric ncid leav« 
lantity of crystalline powdtir, which is oryptolite (phoa- 
irotozide of ourinm). 
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nia, these will remain behind on igniting this preci- 
pitate. From the solution, which should be filtered 
rapidly, and with as little exposure to air as possible, 
the lime is precipitated by oxalate of ammonia. 

The filter with the mercury-residue, which contains 
the phosphoric acid, is well dried, and the contents 
thrown into a platinum crucible in which they are 
mixed with carbonate of potassa and soda ; the filter 
is rolled up and buried in a mixture. The crucible 
is now heated (but not to redness) under a chimney 
with a good draught, until the mercury is volatilized, 
after which the mass may be heated to redness and 
fused. It is then dissolved in water, an excess of hy- 
drochloric acid added, and the phosphoric acid precipi- 
tated by ammonia and sulphate of magnesia. 


15. BARITE, CELKSTITE, AND GYPSUM, 
BaO, SO3.— SrO, SO,.— CaO, SO, + 2 HO. 

The water in gypsum is determined by ignition. 
The salts of strontia and lime are converted into car- 
bonates by action of a solution of carbonate of ammo- 
nia at ordinary temperature, while the sulphate of 
baryta remains unaltered. 

At a boiling heat or with carbonate of soda the 
decomposition is not so complete. 

The mixed salts must be finely powdered and well 
washed with cold water. Nitric acid dissolves the 
strontia and the lime, but does not act upon the sulphate 
of baryta. 

The latter can be decomposed by fusing with four 
times its weight of carbonate of potassa and soda. 

The mass is then treated with boiling water, the 
carbonate of baryta filtered off while hot, and washed 
with boiling water. 


BAVT-SPAR, CKLESTEKE, AND QYPSDM. 

tered solution is carefully neutralized with 
irio acid, the sulphuric acid precipitated by 
jf barium, aud the precipitate treated as ia 

rthy carbonates are dissolved in dilute nitric 
ng care to obtain a nearly neutral solution, 
then evaporated to perfect dryness in a Sask 
f being closed. The saline mass ia treated 
ut twice its volume of a mixture of equal 
jf ether and absolute alcohol, with which it 
I todigeet, ki the closed äask, for a long time, 
quently shaken, but not heated. The mix- 
ilves the nitrate of lime only. The mixture 
i, and the undissolved nitrate of strontia 
>rith absolute alcohol in a closely covered 

coholic solution is diluted with water, the 

art of the alcohol evaporated, -and the lime 
ed, as in No. 12, by oxalate of ammonia. 
irate of strontia is dried at 100° and weighed, 
■e converted into a sulphate with sulphuric 

arate carbonates of baryta and strontia they 
ved in nitric acid, the solution concentrated 
l>aryta precipitated by freshly-prepared hy- 
licic acid, previously mixed with an equal 
f alcohol. The silico -fluoride of barium ia 
on a weighed filter, washed with weak spirit, 

träte containing the strontia is mixed with 
acid, evaporated to dryness, the sulphate of 

rnited, and weighed. 

'ta and lime only are to be separated, the 

3 largely diluted, the baryta precipitated by 
acid, and the lime separated from the filtrate 

e of ammonia, after previously neutralizing 
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For the separation of baryta and strontia, neutral 
Chromate of potassa may also be employed, which pre- 
cipitates all the baryta as Chromate; the latter is washed, 
dried, ignited and weighed. It is necessary, however, 
that the solution should be perfectly neutralized and 
largely diluted. The strontia may afterwards be pre- 
cipitated by neutral carbonate of ammonia. 

The neutral salts of lime, mixed with a solution of 
arsenious acid, give with ammonia a precipitate of 
arsenite of lime. The salts of strontia and baryta 
treated in the same w-ay do not form a precipitate. On 
the other hand, the presence of strontia in a salt of lime 
may be shown by a clear solution of sulphate of lime. 


16. ALUMINA-ALUM. 

KO, SO3; Al^O,, 3 SO3 + 24 HO. 

A weighed quantity of the pure salt is dissolved in 
water, and the sulphuric acid precipitated by chloride 
of barium {see No. 3). 

From the solution filtered from the sulphate of ba- 
ryta, the alumina is precipitated, together with the 
excess of baryta which has been added, by a mixture 
of carbonate of ammonia and free ammonia. After 
gently heating for some time, the precipitate is filtered 
off, the solution evaporated, and the saline mass heated 
till all the chloride of ammonium is volatilized. The 
gently-ignited residue is chloride of potassium. 

The precipitate containing alumina and baryta is dis- 
solved in dilute hydrochloric acid, and the baryta pre- 
cipitated by sulphuric acid. 

From the solution filtered from the sulphate of 
baryta, the alumina is precipitated by carbonate of 
ammonia, or better, by sulphide of ammonium, either 
of which effects a more complete precipitation than 
caustic ammonia. 


ALUMINA CHROME- ALUM. 

ecipitated hydrate of alumina is well washed. 

I purpose but water is to be preferred, and 

ignited in order to expel the water. 

liter contained in the alum is determined by 
may also be estimated directly by carefullj 
the salt for a very long time to a gradually 

g beat, which must finally be raised to dull 


n. IRON-AMMONIA-ALUM» 
NH,0, SO,; Fe,0„ 8 SO5+24 HO. 

strong red beat, this salt i» entirely decom- 

aving pure sesquioxide of iron. 

^termination of ammonia is effected as in No. 

>r sulphuric acid according to No. 3. 

er to control the determination of the sesqui- 

iron, another portion of the salt ia dissolved 
and the sesquioxide precipitated by ammonia. 

dpitated hydrate is washed, dried, and ignited. 


le. ALUMINA-CHROME-ALUM-t 
KO, SO,; ALO 1' ^ SO,+24HO. 

ulphuric acid ia precipitated by cliloi-ide of 
is in No. 8. 

«red Ted or brown Iron-atone is digested vith ooncfn- 
phaiio acid ; the nhita snlpliate thna ptodnced is dlg- 

water, the solution mixed with Enlphale of aiamonia, 
d slloweil to cryBtsllIze. 

parts of Ün elf-powdered bichrOTnate orpotsB«a are mixed 
irts of water, and 1 part of conoentratod sulphurie acid 
If added, bo ihat no evolution of heat may ensae; snl- 
icid gM is then passed through the solution, whiob is 
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The alumina, sesqnioxide of ohromium, and excess of 
baryta are precipitated from the filtrate by carbonate 
of ammonia mixed with caustic ammonia. After long 
standing, the precipitate is filtered ofl' and thoroughly 


The filtrate is evaporated, the residue heated to 
expel chlorideof ammonium, and the residual chloride 
of potassium gently ignited in a covered crucible. 

The mixed precipitate is taken and washed off while 
wet from the filter, dissolved in dilute sulphuric acid, 
and the sulphate of baryta, filtered and washed. 

An excess of caustic potassa is added to the solution, 
which is then saturated with chlorine gas, and the 


oxide of chromium forms a yellow solution of Chro- 
mat« of potassa. 

kept oool, 80 thHt its temperature maj; not rise above 40°, nntU Ih« 
odor ot 11)0 gaB begins to bo perceptiblo. After some time, oclolio- 
dra of pore chrome-sliim are formed, which may be set aside. The 
motlier-liquor is mixed with an eqofl! volnme of« anlation of com- 
moil alani, gaturateil at 4(P, fflien tbe iait in qnestion Beparatei 
In f ellowieli octohudra. 


ATELLITB AND PHOSPHATES OF ALUMINA. 

r a small qnantity of alumina ia dissolved which 
s precipitated by gentle digestioD with carbonate 
lonia. 

solution of alkaline Chromate filtered from the 
la is carefully mixed with excess of hydrochloric 
id some alcohol, and heated notil it has a pure 
d-green color. The seaquioxide of chromium 
ipitated from the hot solution by caustic ammo- 
isbed, dried, ignited, and weighed. 


A1,0^P0,+ 12H0. 

he mineral, whiuh is only slightly soluble in 
ihloric acid, is finely pulverized and fused with 
; potassa in a silver crucible, and then dissolved 
Irochloric acid, and tartaric acid added to the 
n until it gives no precipitate with excess <jf 
lia. Chloride of ammonium and sulphate of 
sia are then added, and the solution well closed 
\ to stand for 24 hours, and the precipitated 
late of magnesia-ammonia treated as in No. 6. 
ains basic tartrate of magnesia, which after igni- 
re-diasolved in hydrochloric acid, heated for a 
me, and again precipitated by ammonia. 
The freshly -precipitated alumina is dissolved in 
allest possible quantity of caustic soda, the solu- 
iluted, heated to ebullition, and a solution of 
> of soda added as long .as any precipitate of 
) of alumina is produced. Lastly, in order to 
itate the whole of the silicic acid, a concen- 
solution of sal ammoniac is added, the solution 
boiled and filtered. From the filtrate, the phos- 
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phoric acid is precipitated by ammonia and sulphate of 
magnesia. 

The silicate of alumina is decomposed by concen- 
trated hydrochloric acid, the mass evaporated to dry- 
ness on the water-bath, the residue moistened with 
hydrochloric acid, the alumina-salt extracted with water, 
and the alumina precipitated by carbonate of ammonia. 

III. The weighed alumina containing phosphoric 
acid is dissolved in concentrated nitric acid, and the 
solution heated with about the same quantity (acci^ 
rately weighed) of pure tin (tin-foil). The mixture is 
diluted with water, heated until boiling, and the bin- 
oxide of tin which has combined with the whole of the 
phosphoric acid is filtered off* washed, and ignited. 
The difference between the weight of this precipitate 
and that of the binoxide of tin which should have been 
furnished by the metal employed represents the phos- 
phoric acid. The alumina is then precipitated from 
the solution by sulphide of ammonium. 

Or chloride of tin is added to the solution of phos- 
phate of alumina, heated to boiling, and the oxide of 
tin and all the phosphoric acid precipitated by sul- 
phate of soda. If sesquioxide of iron is present, *a 
portion of it is thrown down. The accuracy of this 
method is not yet determined. 


20. SPINEL. (ALUMINA AND MAGNESIA IN* 

GENERAL.) 

. MgO, Al, O3. 

The mineral is very finely pulverized in a steel 
mortar separated from the iron with hydrochloric acid, 
and then fused with at least six times its weight of 
4 
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bisulphate oF potassa * It should be kept in a state 
of fusion for a long time, without the disengagement 
of too much sulphuric acid. The mass is then dis- 
solved in water containing a little hydrochloric acid, 
chloride of ammonium added, and the alumina pre- 
cipitated by ammonia. In order Ul free it from any 
magnesia, the fluid is heated to boiling until no more 
ammonia is given oft'.f The gelatinous alumina is fil- 
tered, and allowed to partially dry upon the funnel 
jwhen it may be completely washed. It is ignited and 
weighed. The magnesia is precipitated by phosphate 
of soda and ammonia. Many specimens of spinel con- 
tain a little protoxide of iron and silica. 

The red spinel contains sesquioxide of chromium, 
which may be separated from the alumina as in No. 18. 


21. ALUMINA AND SESQUIOXIDE OF IRON. 

The mixture of the two is dissolved in hydrochloric 
acid, the greater part of the excess of acid evaporated, 
the solution mixed with an excess of pure solution of 
potassa and heated nearly to the boiling point. The 
alumina is thus dissolved, the sesquioxide of iron being 
left behind of a dark brown color. The solution is 
filtered off, acidulated with hydrochloric acid, and the 
alumina precipitated by sulphide of ammonium. 

The sesquioxide of iron, which contains some potassa, 
is^dissolved in hydrochloric acid, re-precipitated by 
ammonia, and ignited. 

This method of separation is unsafe, and unless re- 
peated more than once, incomplete. It is better to heat 

* Prepared by beating eqnal parts of neutral snlpbate and con- 
centrated salpbario acid to a dull red heat until the the mixture 
flows quietly. 

f The same process as in the separation of alumina and lime. 
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the acid solution to ebullition, to add sulphite of soda, 
in order to reduce the sesquioxide of iron to the state 
of proto-sesquioxide, replace the solution over the 
lamp, boil for some time and then neutralize with car- 
bonate of soda, and afterwards boil with excess of 
caustic soda until the precipitate is black and pul- 
verulent. 

The tendency to bumping preceding the actual ebul- 
lition of the fluid, may be guarded against by means 
of a spiral coil of platinum wire placed in the liquid, 
or by constant agitation of the latter ; when ebullition 
has once set in, there is no further need of these pre- 
cautions. Remove the liquid now from the gas, allow 
to deposit, pass the clear fluid through a filter, which 
must not be over-porous, boil the precipitate again with 
a fresh quantity of solution of soda, then wash it by 
decantation and afterwards on the filter with hot water. 
Acidify the alkaline filtrate with hydrochloric acid, 
boil with some chlorate of potassa (to destroy any traces 
of organic matter), concentrate by evaporation, and 
precipitate the alumina by sulphide of ammonium or 
ammonia. The boiling of the precipitated oxides with 
the solution of soda is best effected in a large silver 
or platinum dish. The soda must be free from alumina 
and silica. Or the very dilute solution of both bases 
may be neutralized with carbonate of soda, mixed 
with sulphite of soda and heated until no sulphurous 
acid is given off. All the alumina is precipitated, 
while the iron remains in solution. The precipitate is 
ignited. The solution of iron is concentrated, mixed 
with^ some chlorate of potassa and hydrochloric acid 
and heated. After the sulphur has been filtered off 
the iron is precipitated by ammonia. 

The separation may be obtained by placing the 
mixed precipitate, ignited in a porcelain boat, which is 
placed in a tube of the same material heated to red- 
ness, through which a current of dry hydrogen is 
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is sufficient to heat this mixture to 50° or 60° to evolve 
a steady current of hydrochloric acid gas. 

The amount of sesquioxide of iron may be inferred 
from the loss of weight, and the result controlled by 
collecting the chloride of iron which passes over and 
weighing it. 


22. PHOSPHORIC ACID AND SESQUIOXIDE OF IRON.* 

In order to separate phosphoric acid from sesqui- 
oxide of iron, the compound is ignited with at least an 
equal weight of carbonate of potassa and soda (No. 10), 
the resulting mass exhausted with water, the solution 
supersaturated with hydrochloric acid and then- with 
ammonia, and the phosphoric acid precipitated by sul- 
phate of magnesia. 

The residual sesquioxide of iron retains some alkali. 

Or the sesquioxide of iron containing phosphoric 
acid is dissolved in hydrochloric acid, precipitated by 
ammonia, and digested with excess of sulphide of am- 
monium (without previous filtration), until all the 
sesquioxide is converted into sulphide of iron. When 
the liquid is no longer green, but of a pure yellow 
color, it is filtered off, and the phosphoric acid imme- 
diately precipitated by sulphate of magnesia. 

For the accurate quantitative separation of a small 
quantity of phosphoric acid from a large quantity of 
sesquioxide of iron, the latter is dissolved in hydro- 
chloric acid, and the solution heated to ebullition with 
sulphite of soda till its color has changed to a bright 
green, when all the sesquioxide of iron is converted 

* For analyses for practice, the phosphate of sesqnioxide of iron 
Is prepared by precipitating sesquichloride of iron with phosphate 
of soda. Or a mixture of phosphates may be prepared by precipi- 
tating a solution containing sesquichloride of iron, chloride of 
calcium, chloride of magnesium, and chloride of manganese. 

4* 
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into protoxide. The solution is boiled till it no longer 
smells of sulphurous acid, neutralized with carbonate 
of soda, and, in order to produce a little sesquioxide 
of iron, mixed with a very little chlorine-water, the 
quantity of which must be regulated according to the 
amount of phosphoric acid which is present. The 
solution must now be mixed with an excess of acetate 
of soda, when phosphate of sesquioxide of iron sepa- 
rates as a white precipitate. Chlorine- water is then 
added, drop by drop, until the liquid has assumed a 
reddish color, when it is boiled, so that the precipitate 
may collect, and be filtered. From this precipitate 
the phosphoric acid is separated by sulphide of ammo- 
nium, as directed above. 

Or it may be dissolved in hydrochloric acid, boiled 
with sulphite of soda, and afterwards with excess of 
caustic soda, till the precipitate is converted into black 
proto-sesqwioxide of iron, which is filtered off. The 
solution is acidified, and the phosphoric acid precipi- 
tated as above. 


23. HEMATITE, Fe,0„ AND LIMONITE, FcjOs, 3 HO. 

For the determination of the water, weighed frag- 
ments of the ore are heated to redness, for a long time, 
in a platinum crucible. If the mineral decrepitates, 
it must first be finely powdered. 

In order to determine the oxygen, the fragments of 
ignited limonite or of hematite are heated to redness 
in a weighed bulb- tube of very infusible glass (the 
bulb being as small as possible), through which a 
stream of dry hydrogen, free from arsenic, is transmit- 
ted as long as any water is formed. 

In order to purify hydrogen it is passed through the 
U tubes containing pumice or fragments of porcelain 


HEMATITB. LIIIONITK. 


dipped in a solution of acetate of lead, sulphate of ail- 
Ter, and caustic potassa ; the first absorbs the sulphuric 


acid, the second absorbs the combinations of hydrogen 
with pfaoaphorus and arsenic, and the last the carburet- 
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ted hydrogen. The reduction must be effected at the 
highest temperature of the gas-lamp, for otherwise 
the reduced iron, even when cool, may reoxidize and 
sometimes inflame in the air. It is safer to reduce the 
oxide in a small porcelain boat, placed in a tube of 
porcelain, which is heated by a charcoal fire, or over 
the gas furnace. 

The reduced iron is heated in a stream of hydro- 
chlof^c acid gas. Silicic acid, which is often contained 
in limonite, is tiien left undissolved, and may be 
weighed. 


24. MAGNETITE * 
FeO, FCj^O,. 

To determine the amount of oxygen which is com- 
bined with the iron, the proto-sesquioxide is reduced 
by hydrogen, as in No. 23. • 

If the substance contain only proto-sesquioxide of 
iron, the whole of the iron may be determined by dis- 
solving in hydrochloric acid, heating with some chlo- 
rate of potassa, to convert all the protochloride into 
sesquichloride, and adding ammonia to precipitate the 
sesquioxide of iron, which is washed, dried, ignited, 
and weighed. 

If other constituents be present, the total amount of 
iron may be determined as follows: The substance is 
dissolved in an excess of hydrochloric acid, the proto- 
chloride converted into sesquichloride by addition of 
chlorate of potassa, and all free chlorine expelled by 
boiling. The solution is then diluted with water until 
the flask is more than half-full; a weighed strip of 
bright sheet-copper is placed in the solution, the flask 
closed by a cork furnished with a narrow glass tube, 

* Forge-scales have a similar composition. 


and the liquid heated to ebullition. It is retained at 
this temperature until the dark-brown color originally 
observed has changed to a pale yellowish-green. The 
whole of the iron is now contained in the solution as 
protochloride, in consequence of the formation of sub- 
chloride of copper. The orifice of the little tube is 
closed air-tight, and the solution allowed to cool some- 
what. The flask is then filled with hot water, the liquid 
poured oflFfrom the undissolved copper, which is to be 
washed, first with dilute hydrochloric acid, then re- 
peatedly with water, dried, and weighed. The atomic 
weight of copper is to that of iron as the quantity of 
copper dissolved is to that of the iron sought. 

In order to determine directly the amount of pro- 
toxide and sesquioxide of iron present in a substance, 
it must be dissolved in hydrochloric acid. The follow- 
ing is the method adopted: The compound is dissolved 
in an excess of concentrated hydrochloric acid, in a 
flask filled with carbonic acid, and afterwards closed; 
the flask is then nearly filled up with water, previously 
boiled, and a weighed strip of copper introduced; the 
closed flask is placed in water, which must be gradually 
heated to boiling, the subsequent process being con- 
ducted and the result calculated as directed above. 

Or the weighed substance is placed in a flask closed 
with a cork, and furnished with tubes for ingress and 
egress, and with a funnel-tube passing to the bottom 
of the flask, which is to be filled with carbonic acid. 
Hydrochloric acid is then added through the funnel- 
tube, and the solution assisted by heat, whilst carbonic 
acid is allowed to stream through the apparatus. The 
solution is afterwards diluted, through the funnel-tube, 
with boiled water, and a mil^y mixture of carbonate 
of baryta with water gradually added; this precipitates 
the whole of the sesquioxide of iron, while the protox- 
ide remains in solution. When the supernatant liquid 
has become clear, it is decanted through the egress- 
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tabe, the precipitate again mixed with water, and after 
the clear liquid has been again decanted, quickly thrown 
upon a filter, and rapidly washed, air being excluded, 
with water which has been previously boiled and al- 
lowed to cool. 

The iron precipitate is dissolved in dilute hydro- 
chloric acid, the baryta separated by sulphuric acid, 
and the sesquioxide of iron precipitated by ammonia. 

The solution, which contains the protoxide of iron, 
is mixed with hydrochloric acid and chlorate of potas- 
sa, and concentrated by evaporation; the baryta is then 
precipitated by sulphuric acid, and afterwards the ses- 
quioxide of iron by ammonia. 


25. SIDEBITE. 

FeO, COy frequently containing.MnO, CO^— CaO, CO,, 

and MgO, CO,. 

I. The best method of analysis, which is especially 
applicable where but little manganese is present, is the 
following: A weighed portion of the powdered ore, 
previously dried, is dissolved in hydrochloric acid, 
with the aid of heat, nitrate or chlorate of potassa be- 
ing added from time to time, so that the whole of the 
protoxide of iron is sure to be converted into sesqui- 
chloride. The solution, which must still be acid, so 
that chloride of ammonium may be formed, is diluted, 
and gradually neutralized with dilute ammonia, until 
it has acquired a dark brown-red color, and a small 
quantity of hydrated sesquioxide of iron is precipi- 
tated. The whole of the sesquioxide of iron is then 
separated by neutral succinate of ammonia, while prot- 
oxide of manganese, lime, and magnesia remain in 
solution. The precipitated succinate of sesquioxide of 
iron is rapidly filtered ofiF, washed with cold water. 
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dried, and gradually heated to redness in a porcelain 
crucible, with free access of air, till it is converted into 
pure aesquioxide of iron. 

The filtrate is feebly acidulated with hydrochloric 
acid, evaporated to dryness, and heated till all ammo- 
niacal salts are expelled. 

The residue is then dissolved in a small quantity of 
water, with addition of hydrochloric acid, the solution 
saturated with chlorine, and the manganese precipitated 
as hydrated sesquioxide by addition of ammonia. The 
liquid is rapidly filtered off, so that no carbonate of 
lime may be precipitated, and the manganese-precipi- 
tate washed, dried, and ignited, when it is converted 
into brown proto-sesquioxide. 

The lime and magnesia in the filtrate are separated 
as in No. 12. 

Or the manganese may be precipitated by sulphide 
of ammonium, the sulphide of manganese rapidly fil- 
tered ofiF, and dissolved in hydrochloric acid. When 
all the sulphuretted hydrogen has been expelled by 
evaporation, the solution is heated with carbonate of 
soda, when the manganese is precipitated as carbonate, 
which, after ignition,. leaves the brown proto-sesqui- 
oxide. 

From the solution filtered from the sulphide of man- 
ganese, the lime and magnesia are precipitated as in 
No. 12. 

II. The acid solution is largely diluted with water, 
and carbonate of soda gradually added (drop by drop, 
when the solution is neutral), with constant stirring, 
until all the sesquioxide of iron is precipitated. The 
other bases remain dissolved in the free carbonic acid. 
The manganese is then best precipitated by hypochlo- 
rite of soda, in the cold. 

III. When a larger quantity of manganese is present, 
the solution, which must contain the iron entirely in 
the form of sesquichloride, and must not be too acid. 
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is gradually mixed witb carbonate of baryta, which 
precipitates the sesquioxide of iron only. When a 
slight excess of carbonate of baryta has been added, 
and the solution well stirred, it is filtered. The washed 
precipitate is dissolved in dilute hydrochloric acid, the 
baryta precipitated by sulphuric acid, and the sesqui- 
oxide of iron by ammonia. 

From the solution which contains the other three 
bases, the dissolved baryta is first precipitated by sul- 
phuric acid, and the solution treated as in No. 12. 

IV. The diluted solution, obtained as in I, is neu- 
tralized with carbonate of soda till it has a dark brown- 
red color, mixed with a saturated solution of acetate of 
soda, and chlorine gas passed into it which precipitates 
the manganese, or it is heated to ebullition, when the 
whole of the sesquioxide of iron is precipitated. 

The filtrate is neutralized with carbonate of soda, 
mixed with hypochlorite of soda (containing bicarbo- 
nate of soda), and allowed to stand in a closed vessel 
for twenty-four hours, when the manganese is precipi- 
tated as hydrated sesquioxide, which is ignited and 
weighed as proto-sesquioxide. 

From the filtered liquid the lime and magnesia are 
separated as above. 

V. The solution of oxide of iron is precipitated by 
ammonia, the liquid boiled as long as ammonia is given 
ofi", and the oxide of iron filtered off, which is now free 
from lime, magnesia, and manganese. It may be fil- 
tered with free access of air, for the fluid contains no 
free ammonia. The solution is concentrated by evapo- 
ration and the three bases precipitated by an excess of 
carbonate of potassa, and boiled until ammonia ceases 
to be disengaged. 

It is then filtered, the precipitate dissolved in nitric 
acid, evaporated to dryness, and the saline mass care- 
fully raised to a dull red heat. The lime and mag- 


'i. 
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nesia may be separated by very dilute nitric acid from 
the oxide of manganese, which is insoluble in the acid. 


26. BOG IRON-ORE. 

FePy 3 HO, with MnO, Al.O^ CaO, MgO, SiO^^ PO^ 

AsO,. 

If the amount of iron only is to be determined, the 
process with copper may be employed, as in the case 
of magnetic iron ; or the ore may be subjected to the 
dry assay. The complete analysis is effected in the 
following manner: — 

The mineral, dried at 100°, is ignited, and the water 
determined. 

Another portion, which has not been ignited, is 
coarsely powdered, and dissolved in hydrochloric acid ; 
the solution is evaporated to perfect dryness on the 
water- bath, the mass dissolved in warm dilute hydro- 
chloric acid, and the sand and silicic acid removed by 
filtration. The latter may, after ignition and weigh- 
ing, be separated from the sand by boiling with carbo- 
nate of soda. 

The hydrochloric solution is boiled with an alkaline 
sulphite, until it no longer smells of sulphurous acid, to 
reduce the sesquichloride of iron to protochloride, and 
the arsenic acid to arsenious acid, which is then pre- 
cipitated by sulphuretted hydrogen, as tersulphide of 
arsenic; sometimes mixed with a little sulphide of 
copper. 

The solution is boiled till the sulphuretted hydrogen 
is completely expelled, precipitated by carbonate of 
soda, mixed with an excess of caustic soda, and boiled 
until the precipitate becomes pulverulent. 

The solution is filtered off. It contains all the alu- 
o 


WET ASSAY OF IKON. 

and part of the phosphoric acid, which are sepa- 
as in No. 19. 

i precipitate, consisting of proto-sesquioxide of 
;arbonate of protoxide of manganese, carbonate 
hosphate of lime and magnesia, 13 disaolved in 
itric acid ; the Eolution is neutralized, as far 
isible, with carbonate of soda, mixed with acetate 
a, and boiled, when all the phosphoric acid and 
ioxide of iron are precipitated. In order to sepa- 
lese, the precipitate is treated as in No. 22, 
i filtrate contains the protoxide of manganese, 
and magnesia, which are separated as in No. 25. 


27. WET ASSAY OF IRON. 

(Volumetric Method.) 

} process for determining in the moist way with 
accuracy, and without a complete analysis, the 
at of iron contained in an ore, consists in ascer- 
g the number of measures of a solution of per- 
anate of potassa of known strength which maj 
colorized by the solution of protoxide of iron 
Led from a given quantity of the ore.* 
J equiv.=»l'980 grms, of crystallized perman- 

prepare tfaepermSTigaiiiite of potftsss, 10 parts t>f veryOisiilj 
ed pjrolasilt! areiDixod with 7 parts of chlorate of potassa, 
ilnra sataratud with a very concentratad solnlion of 10 parts 
rate of potasaa and the wet maM gradaallj httated In an 
I crncibie to dull tednnss, so that It oindera together, but 
it las«. When oool, it is powdered, treated, in a flask, with 
derable quantity of hot water, and washed carbonio acid 
sod into it until the color of the solution has changed to a 
red, and the eicess of potasaa is converted into the oarbo- 
It is then allowed to stand antil the solotion becomes clear, 
ja poured ofT frocD the precipitate and evaporated to the 
f crjstallizatioti. The aall is then porifled bj reorjalalli- 
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ganate of potassa converts the protoxide of iron from 
10 equivs.= 3*500 grms. of pure iron into sesquioxide. 

So that if 19-80 grms. of the salt be dissolved in 1 
litre (= 1000 grms. or 1000 cub. cent.) of water ; 100 
cab. cent, of this solution will correspond to 3*50 grms. 
of iron. It must be kept in a well-stoppered bottle. 

An equivalent quantity (say 3'5 grms., or half that 
amount) of the ore to be tested is dissolved in concen- 
trated hydrochloric acid, in a capacious flask, by the 
aid of heat. - If the insoluble residue of foreign mat- 
ters, such as clay, silica, A;c., be not very considerable, 
it is unnecessary to filter the solution. The iron must 
now be entirely reduced to the state of protoxide, either 
by mixing the solution with several times its volume 
of a saturated solution of sulphurous acid, and boiling 
so long as any trace of that gas is perceptible ; or, bet- 
ter, by allowing a piece of zinc, free from iron, to 
remain in the liquid until its color is changed to a pale 
green. It is then decanted from the zinc, the latter 
thoroughly rinsed, the solution diluted with the washing- 
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The figures 6, 7, 8, 9, 10 represent the hnrette, the pipette, and the 
gradaated vessels nsed in Tolumetrio analysis. 

water, and mixed with some more hydrochloric acid ; 
the solution of permanganate of potassa is then drop- 
ped in from a burette {see Alkalimetry), until the 
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yellow color which the solution then acquires is changed 
to a clear red by adding another drop of the perman- 
ganate. The number of cubic centimetres of the 
manganese-solution which have been employed, at once 
indicates the percentage of iron in the ore. 

Instead of the crystallized permanganate of potassa, 
the crude solution originally obtained in the prepa- 
ration of that salt may be employed, provided it be 
first graduated — that is, quantitatively tested as to its 
oxidizing power. For this purpose, 3'5 grms. (or half 
that quantity, 1'75 grms.) of pure iron-wire are dis- 
solved in a capacious flask by concentrated hydro- 
chloric acid, with the aid of heat. The solution is 
diluted with several times its volume of cold water, 
and the solution of permanganate dropped into it, as 
directed above. When the quantity of solution em- 
ployed has been read off, the whole is diluted with so 
much water, that 100 cub. cents, may correspond to 3*5 
grms. of iron. It must be kept in a well-stoppered 
bottle. 


. 28. IRON ASSAY. 

The weighed iron-ore, in the state of fine powder, 
roasted or not, as the case may be, is mixed with dried 
borax, and the mixture exposed for an hour, in a cov- 
ered crucible lined with charcoal, to the most intense 
heat of a wind-furnace .with a good draught; the quan- 
tity of borax varies according to the nature of the 
iron-ore. The greater the quantity of extraneous mat- 
ter which is present, the more borax it requires. For 
10 grms. of iron-ore, 3 grms. of borax may be taken 
as the minimum, 10 grms. as the maximum. In a well 
conducted assay, all the iron is found reduced to a sin- 
gle well-fused button. If the iron ore contained phos- 
phoric acid the crude iron will contain phosphorus. 
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29. SULPHATE OF COPPER 
(Blue Vitriol.) . 
CuO,S03+5HO. 

For analysis, the salt is purified by recrystallization. 

To determine the water, a weighed quantity of the 
dry salt, in the State of fine powder, is heated to about 
200°, until it has become perfectly white, and has 
ceased to lose weight. 

It is then dissolved in water, and the sulphuric acid 
precipitated by chloride of barium, as directed in No. 3. 

For the determination of copper, another weighed 
portion of the salt is dissolved in from 50 to 100 times 
its weight of water, in a dish or a wide-mouthed flask; 
the solution is heated until boiling, and the oxide of 
copper precipitated by caustic potassa, which should 
not be added in too large excess. The brownish-black 
precipitate is filtered ofl* washed with hot water, dried, 
and weighed. 

To determine the amount of oxygen in the oxide of 
copper, a freshly-ignited portion is introduced into a 
weighed bulb-tube, and its weight carefully ascertained ; 
a stream of dry hydrogen, free from arsenic, is then 
passed through the tube, the bulb of which is heated 
to redness with a large flame. When no more aqueous 
vapor is perceptible, and the oxide is completely re- 
duced to the metallic state, it is allowed to cool in the 
stream of gas, and weighed as soon as the hydrogen in 
the tube has been replaced by atmospheric air. 


30. CHALCOPYRITE. 

CujjS, Fe^Sg. . 

The powdered mineral is introduced into a flask, 
placed obliquely, and gradually mixed with concen- 

5* 
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trated nitric acid in small portions at a time ; the con- 
tents of the flask are then heated until either the whole 
is dissolved, or the metals have passed into solution 
together with a portion of the sulphur, and the un- 
oxidized sulphur has separated in the form of a yellow 
powder, or in fused drops of a clear yellow color. 
The solution is diluted with water, and decanted from 
any undissolved sulphur, which is well washed, dried 
in a porcelain crucible, at a gentle heat, and weighed. 
It is then burnt in order to ascertain whether it contains 
any metals or quartz, &c. Should the sulphur be 
separated in a pulverulent state, it must be collected 
on a weighed filter, washed, and dried at a very gentle 
heat. 

From the filtered solution, that portion of the sul- 
phur which has been converted into sulphuric acid is 
precipitated by chloride of barium, and the sulphate of 
baryta^treated as in No. 3. Protracted washing with 
hot water is necessary, since the precipitate has carried 
down some nitrate of baryta. 

In order to avoid this,.the mineral may be dissolved 
in concentrated hydrochloric acid, with gradual addi- 
tion of nitric acid, or chlorate of potassa. 

The excess of baryta having been removed from the 
liquid filtered from the sulphate of baryta by means 
of sulphuric acid, a slow stream of sulphuretted hydro- 
gen is passed through the filtrate, until the odor of the 
gas is distinctly perceptible. The precipitated sulphide 
of copper is thrown, as rapidly as possible, upon a 
dried and weighed filter, and well washed with water 
containing sulphuretted hydrogen. 

It is then dried in the funnel at 200^, weighed, a 
portion of it introduced into a weighed bulb-tube, 
which is afterwards again weighed, and heated in a 
stream of hydrogen until it no longer loses any sul- 
phur. It is thus converted into Cu^S, which contains 
the same amount of copper as the protoxide. The 
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weight obtained is calculated upon the whole quantity 
of sulphide of copper. 

Or the filter with its contents may be allowed to dry 
in the funnel, the precipitate detached, and thrown 
into a beaker ; the filter is then completely incinerated, 
the ash added to the sulphide of copper, and the latter 
oxidized with aqua-regia till the sulphur separates of 
a pure yellow color. From the filtered solution, the 
protoxide of copper, as in No. 29, is precipitated at a 
boiling heat by caustic potassa, ignited and weighed. 

The solution filtered from the sulphide of copper, 
containing the iron in the form of protoxide, is heated 
nearly to boiling, in a flask, concentrated if necessary 
by evaporation, and treated at the same time with 
chlorate of potassa in small portions, until all the prot- 
oxide of iron is converted into sexquioxide, which is 
then precipitated by ammonia, washed, dried, and 
ignited. 

Notwithstanding the solubility of oxide of copper in 
caustic ammonia, this reagent will not efifect its com- 
plete separation from sesquioxide of iron, since the 
latter carries down with it a considerable quantity of 
oxide of copper which cannot be extracted by ammonia. 


31. SPHALERITE, OR BLENDE. 

ZnS. 

The solution is effected just as in the case of chalco- 
pyrite. The mineral must be very finely powdered, 
and very concentrated acid must be employed. 

After the sulphuric acid which is produced has been 
precipitated by chloride of barium, and the excess of 
baryta has been removed, the solution is saturated with 
^sulphuretted hydrogen, in order to precipitate any cop- 
per and cadmium which often occur in small quantities 
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in this mineral. The precipitatate, after being filtered 
off and washed, is treated as in No. 86. 

The first«filtrate, which contains the zinc and gene- 
rally a little iron, is heated to ebullition, and mixed, 
first with some hypochlorite of soda to peroxidize the 
iron, then with excess of ammonia, until all the oxide 
of zinc is redissolved, and the sesquioxide of iron pre- 
cipitated ; the latter is then washed and ignited. It 
cannot be obtained by this method perfectly free from 
oxide of zinc. 

From the filtrate, the zinc is precipitated by sulphide 
of ammonium. The precipitate should not be filtered 
ofi' until it has separated from the liquid ; it is washed 
with water containing a little sulphide of ammonium, 
and digested (together with the filter), while yet moist, 
with concentrated hydrochloric acid, the solution fil- 
tered ofi', and the oxide of zinc precipitated, at the 
boiling-point, by carbonate of soda. The precipitate is 
washed, dried, ignited, and weighed as pure oxide of 
zinc. 

Or it may be dried as sulphide of zinc, removed 
from the filter as much as possible, which is burned, 
and the ashes added to the sulphide, mixed with a little 
sulphur, placed in a weighed bulb tube, and ignited in 
a current of hydrogen, and then weighed as sulphide 
of zinc. 

Sesquioxide of iron may be more completely sepa- 
rated from oxide of zinc by means of succinate of am- 
monia, as described in No. 25, or by carbonate of 
baryta (No. 26, III.) 

If, as has been proposed, the solution were mixed 
with acetate of soda, so as to convert the iron and zinc 
into acetates, and treated with sulphuretted hydrogen, 
not only zinc, but iron also would be precipitated. 


SMITHSONITE. 67 

32. SMITHSONITE. 
ZnO, COj. 

This mineral generally contains small quantities of 
protoxides of iron, manganese, lead, and cadmium, 
together with lime, magnesia, and silicic acid. 

It is dissolved in hydrochloric acid, the solution 
evaporated to dryness, the mass digested with concen- 
trated hydrochloric acid, diluted, heated, and the silicic 
acid filtered off. 

-The solution, which must be acid, is saturated with 
Sulphuretted hydrogen, which precipitates the lead 
and cadmium. 

This precipitate is oxidized with concentrated nitric 
acid, a little sulphuric acid being also added, evapo- 
rated to dryness, and tbe sulphate of cadmium sepa- 
rated from the sulphate of lead by water. {See Lead 
and Bismuth.) 

The filtrate is boiled, to expel the sulphuretted hy- 
drogen, and treated with chlorate of potassa to perox- 
idize the iron. From the solution, which must still 
contain free chlorine, the sesquioxides of iron and 
manganese are precipitated by excess of caustic am- 
monia, and separated as in No. 25. 

The zinc is precipitated from the filtered solution, 
as sulphide, by addition of sulphide of ammonium, and 
the precipitate treated as in No. 31. The solution is 
rapidly filtered off, with as little exposure to air as 
possible, and the lime precipitated by oxalate of am- 
monia ; the magnesia is afterwards separated by phos- 
phate of soda. 

If a specimen of this mineral consist of carbonate 
and silicate of zinc, their relative quantities may be 
approximately determined by igniting the finely-pow- 
dered mineral, and digesting it with a mixture of car- 
bonate of ammonia and free ammonia, which dissolves 
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the oxide of zinc previously in conjbination with car- 
bonic acid, leaving the silicate untouched. 


33. BRASS. 

The alloy is dissolved in hydrochloric acid with 
gradual addition of nitric acid, the solution diluted, 
and the copper precipitated by sulphuretted hydrogen. 
{See No. 80.) 

The excess of sulphuretted hydrogen is expelled 
from the filtrate by boiling, and the oxide of zinc pre- 
cipitated from the hot solution by carbonate of soda. 
{See No. 31.) 

Oxide of zinc cannot be entirely separated from 
oxide of copper by even a yotj large excess of caustic 
potassa. 

Too little zinc is usually obtained by the above pro- 
cess, because a portion is carried down with the sul- 
phide of copper. The separation is more completely 
effected by neutralizing the diluted solution of the 
alloy with ammonia, and digesting with a slight excess 
of solid hydrate of potassa until it has lost its color 
and ammoniacal odor. The oxide of copper is then 
filtered off, and washed with hot water. From the 
alkaline solution, the zinc is precipitated by sulphide 
of ammonium, or boiling with carbonate of soda. 

Another accurate metho'd is the following: The so- 
lution of both metals is saturated with sulphurous acid 
and the copper precipitated as white subsulphocyanide 
by sulphocyanide of potassium. After it has digested 
for some time, the subsulphocyanide is filtered, a little 
sulphur added and ignited in hydrogen gas,* when it 

* The precipitate with filter ash should be placed in a porcelain 
crucible, and strongly ignited bj a stream of hydrogen, by means 
of the gas blowpipe. 
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is converted into Guß. The oxide of zinc is heated 
and precipitated with carbonate of soda. 

This method may be used also for the separation of 
iron and copper. 

The brass sometimes contains traces of tin. It is 
then dissolved in hot nitric acid, which leaves the bin- 
oxide of tin (containing a little copper) untouched. " 

In order to detect a small quantity of lead which 
frequently occurs in brass, the sulphide of copper pre- 
cipitated by sulphuretted hydrogea is oxidized with 
fuming nitric acid, the mass dried, and treated with 
water, which leaves the sulphate of lead undissolved. 
Should this contain sulphur, it must be burnt off. 

Or the brass may be dissolved in nitric acid, a little 
sulphuric acid added, the solution evaporated to dry- 
ness, and the mass treated with water. 

If the brass be placed in a little porcelain boat, and 
heated to redness in 'a porcelain tube through which a 
rapid stream of hydrogen is passed, all the zinc may 
be volatilized. 


34. OXIDES OF MANGANESE, IRON, AND ZINC. 

The solution, which must contain the iron in the 
form of sesquioxide, is mixed with carbonate of soda 
until a permanent precipitate begins to appear; it is 
then boiled with acetate of soda, when all the sesqui- 
oxide of iron is precipitated. 

The filtrate is mixed with acetic acid, and the zinc 
precipitated by sulphuretted hydrogen. 

The manganese may be precipitated, after neutrali- 
zation, with an alkaline hypochlorite, or by boiling 
with an alkaline carbonate. 
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35. CADMIUM AND ZINC. 

The alloy of the two metals is dissolved in hydro- 
chloric acid, the solution, which must be decidedly 
acid, is largely diluted, and saturated with a slow 
stream of sulphuretted hydrogen, which precipitates 
all the cadmium in the form of a yellow sulphide. 
The latter is thrown upon a weighed filter, and dried 
at 100® till of constant weight. 

It is more accurate to dissolve the sulphide of cad- 
mium in hydrochloric or nitric acid, and to precipitate 
the oxide of cadmium from the solution, as white car- 
bonate, by means of carbonate of soda. The precipi- 
tate is washed, dried and ignited, when it is converted 
into the brown oxide. Previously to the incineration 
of the filter, the precipitate should be detached, as far 
as possible. 

The filtrate is boiled to expel the sulphuretted hy- 
drogen, and the zinc precipitated from the hot liquid 
by carbonate of soda. 

Another method of separation consists in decom- 
posing the solution of the two metals by considerable 
tartaric acid, and then adding caustic soda to distinctly 
alkaline reaction, dilute with considerable water, and 
boil for some hours. The cadmium is alone precipi- 
tated. The zinc may be precipitated from the filtered 
solution by sulphide of ammonium. 


36. CADMIUM AND COPPER. 

Both metals may be precipitated from a weak acid 
solution by sulphuretted hydrogen, the washed pre- 
cipitate washed off from the filter, boiled with dilute 
sulphuric acid, when all the cadmium will be dissolved. 

Or the washed precipitate of both metals, with the 
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filter, is dissolved in hydrochloric acid with a little 
chlorate of potash, the solution saturated with potassa, 
and theji hydrocyanic acid added until the precipitate 
is again dissolved. From this solution of the double 
cyanides the cadmium may be precipitated by sulphu- 
retted hydrogen, and the copper will remain. The sul- 
phide of cadmium is treated as in No. 35. The solu- 
tion of copper is boiled with aqua regia, and while hot 
the copper precipitated by caustic potassa. 

The copper maybe separated from cadmium as from 
zinc, by sulphocyanide of potassium, as in No. 33. 


37. GALENITE. 

PbS. 

The 'finely-powdered mineral, placed in a capacious 
dish, is gradually moistened with fuming nitric acid 
until it is entirely converted into white sulphate of 
lead ; a few drops of sulphuric acid are added, to 
insure complete conversion, the mass ignited and 
weighed. 

If the residue, previously to ignition, be treated 
with water, and filtered, only traces of lead are found 
in the solution. If the galena contain copper, iron, or 
silver, they will be detected in the solution, the first 
two by ammonia, and the silver by hydrochloric acid.» 

If the galena be oxidized with more diluted nitric 
acid, the residue consists of a mixture of sulphate of 
lead and sulphur, while the solution contains nitrate 
of lead, from which the lead may be precipitated by 
sulphuric acid, or, more completely, by oxalate of am- 
monia, after neutralization. By igniting the dried 
residue, the sulphur is volatilized, and sulphate of lead 
remains. 

When boiled with a solution of carbonate of soda, 
6 
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tbe Bulpbate of lead is converted into carbonate, which, 
after washing, is completely dissolved by nitric acid. 

Sulphate of lead is dissolved to a great extent by a 
mixtore of tartrate of ammonia and free anamonia. 
From this solotion it «ay be completely precipitated 
by snlphide of aramoniam as black snlphide of lead, 
or by Chromate of potassa, in the form of yellow Chro- 
mate of lead. 

The solphate of lead maybe red need to the metallic 
state by fusion with four times its weight of cyanide 
of potassium. 


38. VHITE LEAD. 

? (PbO, C»0 + PbO, HO 
frequently mixed with BaO, SO,— CaO, SO,,— CaO, 

CQy or PbO, SO,, 

Pure white lead is perfectly soluble in dilute nitric 
acid. The oxide of lead may be determined by igni- 
tion, after drying at 100^. In order to estimate the 
water, a specimen, which has been dried at 100^, is 
ignited in a tube to which a weighed chloride-of-calcium 
tube is attached. The carbonic acid, which is expelled 
at the same time, is determined by loss. White lead 
sometimes contains a small quantity of basic acetate of 
lead, indicated by the odor of acetone which is per- 
ceived when the specimen is ignited. 

White lead adulterated with chalk is likewise dis- 
solved, with exception of traces of impurities, by nitric 
acid. From the diluted solution, the lead is precipi- 
tated by sulphuretted hydrogen, the sulphide of lead 
collected .upon a weighed filter, washed, dried at 100®, 
and weighed. From the solution, after neutralizing 
with ammonia, the lime is precipitated by oxalate of 
ammonia. 

If barite be present in the specimen, it is left be- 
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hind on treatment with nitric acid. After washing 
and igniting, it is weighed and analyzed as in No. 15. 

Gypsum would also be in great measure left behind 
on dissolving in nitric acid. It may, however, be en- 
tirely dissolved and separated from any barite pre- 
sent at tbe same time, by boiling with a large quan- 
tity of dilute nitric acid. The amount df ffypsum 
present may be inferred from that of the sulphate of 
baryta obtained by precipitating the solution with 
chloride of barium. 

Sulphate of lead would also be left undissolved by 
dilute nitric acid. After washing, it becomes black 
when treated with sulphide of ammonium ; it is soluble 
in tartrate of ammonia mixed with free ammonia^ In 
a mixture of sulphate of lead and sulphaie of baryta, 
the former may be converted, by digestion with sul- 
phide of ammonium, into sulphide.of lead, which can 
be transformed into chloride by treatment with con- 
centrated hydrochloric acid> and may then be dissolved 
out by water. 


39. PYROMORt*HITfii. 

3(3PbO,P0^4-PbCl.* 

In many varieties, the chloride of lead is replaced 
by chloride of calcium, in others, a part of the phos- 
phoric acid is replaced by arsenic acid. The green 
varieties contain traces of sesquioxide of iron and ses- 
quioxide of chromium or chromic acid. 

Those specimens which are free from lime are finely 

* May be artificially obtained in crystals, by fhsing in a porce- 
lain cmcible an intimate mixture of 1 part of fused phosphate of 
soda, and 7 parts of chloride of lead ; the mass is very gradually 
heated to about the fusing-pointof the latter ; it is then allowed to 
Gool, and the liquid portion decanted fi-om the crystals. 
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powdered, and dissolved in caustic potassa. The lead 
is precipitated from the solution by sulphide of ammo- 
nium, filtered, dried, and as much removed from the 
filter as possible. The filter is then burned and the 
ashes added to the precipitate, which is then mixed 
with a little sulphur, strongly heated in dry hydrogen 
gas, and then weighed as sulphide of lead. 

The filtered solution is acidified with hydrochloric 
acid, which precipitates any sulphide of arsenic, to be 
treated as directed in the article upon copper-nickel. 
(No. 65.) 

The liquid filtered from the sulphide of arsenic is 
concentrated by evaporation, supersaturated with am- 
monia, and the phosphoric acid precipitated by sulphate 
of magnesia. {See No. 9.) 

The chlorine is determined in another portion, by 
dissolving in nitric acid, and precipitating by nitrate 
of silver. 

For the determination of lime, the mineral is dis- 
solved in nitric acid, and the lead precipitated from 
the diluted solution by sulphuretted hydrogen. The 
solution filtered from the sulphide of lead is neutralized 
with ammonia, and the lime precipitated by oxalate of 
ammonia. The filtrate is concentrated by evaporation, 
mixed with ammonia, and the phosphoric acid preci- 
pitated -by sulphate of magnesia. , 

Those specimens which are free from lime, but which 
contain arsenic acid, may be analyzed in the following 
manner. The mineral, in a state of very fine powder, 
is digested with moderately dilute sulphuric acid, the 
greater part of the water evaporated, the mass mixed 
with alcohol, and the sulphate of lead thrown upon a 
filter and washed with spirit of wine. The filtrate is 
evaporated to expel the alcohol, and a stream of sul- 
phuretted hydrogen passed through it, while it is 
heated to about 50°. It is afterwards allowed to cool 
while the gas is still passing, and, when saturated with 
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sulphuretted hydrogen, set aside in a closed vessel for 
twenty-four hours, after which the precipitated penta- 
sulphide of arsenic is filtered orf. 

The filtered solution is treated with ammonia which 
precipitates the iron as sulphide, occaäionally mixed 
with a small quantity of sesquioxide of chromium. 

The phosphoric acid is precipitated from the filtrate, 
after concentration, by sulphate of magbesia and 
ammonia. 

In order to separate the sesquioxide of chromium, 
the mineral is digested with a mixture of concentrated 
hydrochloric acid and alcohol, the solution filtered, 
evaporated to expel the alcohol, and the sesquioxide of 
chromium precipitated from the hot solution by am- 
monia. It still contains a little phosphoric acid. 


40. SILVER AND LEAD. 

I. By cupellation. 

II. The solution of the two metals in nitric acid is 
diluted with much water, heated nearly to the boiling- 
point, and the silver precipitated as chloride of silver 
by hydrochloric acid. {See No. 1.) 

The filtered solution is allowed to cool, the greater 
part of the acid neutralized with ammonia, and the lead 
precipitated by sulphuretted hydrogen. {See No. 39.) 

III. The diluted nitric solution of the two metals is 
mixed with dilute hydrocyanic acid, which precipitates 
the silver as cyanide. When this has accumulated, 
leaving the solution clear, it is collected upon a filter 
which has been dried at 120*^, washed, dried at that 
temperature, and weighed. 

From the filtrate, after neutralizing the larger excess 
of acid, the lead may be precipitated by sulphuretted 

0* 
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hydrogen, or if the solution be concentrated by evapo- 
ration, by sulphuric acid in the presence of alcohol. 

IV. Another method consists in precipitating the 
solution of the two metals by a slight excess of car- 
bonate of soda, and digesting the precipitate with 
cyanide of potassium, which dissolves the silver in the 
form of a double cyanide, leaving the carbonate of 
lead untouched. Since, however, it contains some alkali, 
it must be dissolved in nitric acid, and precipitated by 
sulphuretted hydrogen or sulphuric acid. From the 
solution containing the silver, the latter may be preci- 
pitated as cyanide by nitric acid. 

V. The solution of the lead and silver in nitric acid 
is neutralized . with an akali, mixed with an akaline 
formate, and heated to boiling, when all the silver is 
precipitated in the metallic state. 


41. SILVER AND COPPER. 
(Silver-coin.) 

The alloy is dissolved in moderately strong nitric 
acid, the silver precipitated from the hot solution by 
dilute hydrochloric acid with violent agitation, and the 
chloride of silver treated as in No. 1. 

The oxide of copper is precipitated from the filtrate 
by caustic potassa at a boiling heat, washed, dried, 
ignited and weighed, the filter being completely incin- 
erated apart from the precipitate. 

If the alloy contain gold also, it is left behind by the 
nitric acid as a brown powder. If it be present in 
very small quantities — as, for example, in all old silver 
coins — the small insoluble residue is filtered oflF, thor- 
oughly washed, the filter incinerated, and the ash fused 
before the blowpipe with carbonate of soda, when the 
gold appears in small globules. 
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When frequent quantitative determinations of silver 
are made, as in mints, the test is made either by capel- 
lation, which consists in fusing the weighed alloy with 
several times its weight of pure lead in a small bone 
earth cupel in a current of air, when the lead and cop- 
per are oxidized and absorbed by the cupel, while the 
pure silver remains as a fused button. Or, more ac- 
curately, by volumetric analysis. 

In order to prepare pure silver, it is precipitated 
from the solution by hydrochloric acid or chloride of 
sodium, in the form of chloride which is well washed 
and fused in a porcelain capsule. A fragment of zinc 
is placed upon the fused mass, and some dilute hydro- 
chloric acid poured over it. After twenty -four hours, 
the chloride of silver is completely reduced; the 
spongy masses of silver are rinsed out, rubbed to a 
fine powder under water, and digested with dilute 
hydrochloric acid, to remove any zinc. It is then 
thoroughly washed and fused with borax to a reguline 
mass. 

Or the dry chloride of silver may be mixed with an 
equal quantity of anhydrous carbonate of soda, and 
the mixture introduced into a crucible, the bottom and 
sides of which are coated with as thick a layer as 
possible of carbonate of soda. The crucible is then 
heated for a length of time to low redness, and after- 
wards to the fusing-point of silver. 


42. SILVER ASSAY. 

From argentiferous galenite tetrahedrite, chalcopy- 
rite, &c., even when intimately mixed with gangue, 
the whole of the silver, concentrated in a small quan- 
tity of lead, may be extracted in the following manner : 
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One hundred grms. of galenite, finely powdered, are 
fused with 80 grms. of nitre and 100 grms. of litharge. 

Or 1 part of the ore is fused together with 80 to 60 
parts of litharge. 

Or 1 part of ore may be fused with 3 parts of anhy- 
drous acetate of lead and 2 parts of potashes» under a 
layer of common salt. 

In the button of lead obtained, the silver is deter- 
mined by cupellation^ or in the moist way. 


43. GOLD AND COPPER. 

(Coins;) 

I. The alloy is dissolved in a mixture of hydrochlo- 
ric and nitric acids, care being taken that none of the 
latter shall remain undecomposed after the solution is 
eflfected ; the liquid is heated with oxalic acid, which 
precipitates all the gold in the metallic state. For the 
complete precipitation of the gold, the solution must 
be dilute, and not contain a large excess of hydrochlo- 
ric acid, or alkaline chlorides. It is washed, dried, 
transferred to a porcelain crucible, the filter completely 
incinerated, and the gold, together with the ashes, ig- 
nited and weighed. From the filtrate the copper may 
be precipitated by sulphuretted hydrogen, or by potassa 
at a boiling heat 

II. The gold is first precipitated by a solution of 
pure protosulphate of iron, and the copper is after- 
wards separated from the solution, either by sulphu- 
retted hydrogen, or by a piecö of bright iron placed in 
the liquid, which must not be too acid, and should be 
heated nearly to boiling. The precipitated copper is 
washed, dried, and ignited in air, when it is converted 
into oxide. 
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44. GOLD AND SILYER. 

I. From an alloy containing less than about 15 per 
cent, of silver, aqvxi regia dissolves all the gold, while 
the whole of the silver is left as chloride ; for this pur- 
pose, however, the metal must be employed in a very 
thinly laminated state. The solution is evaporated, to 
expel as much of the nitric acid as possible; and di- 
luted with water, to effect the complete separation of 
the chloride of silver. From the solution the gold is 
precipitated by oxalic acid, or by protosulphate of 
iron. 

II. If the alloy contain more than 80 per cent, of 
silver, pure nitric acid dissolves the whole of the silver, 
and leaves the gold. Here also the alloy must be thinly 
laminated. The silver is precipitated by hydrochloric 
acid. The gold is well washed, and dissolved in aqua- 
regia, to ascertain if any trace of silver be left in it. 

III. When the quantity of silver present in the alloy 
is between 15 and 80 per cent., it cannot be entirely 
extracted by nitric acid, neither can all the gold be 
dissolved out by aqua regia, since the metal becomes 
covered with a thick layer of chloride of silver. Such 
an alloy should be fused in a porcelain crucible with 
3 times its weight of pure lead. From this alloy, nitric 
acid then dissolves all the lead and silver, leaving pure 
gold. 

From the solution filtered from the gold, the silver 
is precipitated by hydrocyanic acid ; or, after diluting 
largely, and heating nearly to boiling, by hydrochloric 
acid. 

IV. Silver and gold in alloys of these metals may 
also be separated by concentrated sulphuric acid, 
whatever may be the relative proportion of the two 
metals. The thinly laminated alloy is heated with the 
acid in a capacious dish, until all evolution of gas 
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ceases, and the acid begins to evaporate. The sulphate 
of silver which is produced is then dissolved in the 
requisite quantity of hot water, and the solution de- 
canted from the gold, which, for greater certainty, is 
once more heated with a small quantity of sulphuric 
acid ; afterwards thoroughly washed, ignited, and 
weighed. 

V. All such alloys may be also conveniently ana- 
lyzed by fusion with bisulphate of potassa. 


45. AMALGAMS. 

The following amalgams may be analyzed by heating 
very gradually in a porcelain crucible, fioally raising 
the heat to redness, till the mercury is entirely vola- 
tilized, and the tin or copper oxidized. To insure 
complete oxidation, the mass is ultimately moistened 
with concentrated nitric acid, and again ignited. The 
amalgam of silver leaves the latter in the metallic state. 
In order to estimate the mercury also directly, the fol- 
lowing method is adopted : — 

I. Amalgam of Copper.* — The amalgam is dis- 
solved in aqua regia, the solution neutralized, though 
not completely, with potassa, mixed with formate or 
sulphite of potassa or soda, and allowed to stand for 
some time at a temperature between 50° and 60°. All 
the mercury is thus precipitated as subchloride. 
Above 60°, metallic mercury would also be separated. 
The subchloride of mercury is collected upon a filter, 

* This amalgam, which is semi-flaid at lOOO^bat solid and orjg. 
talline at the ordinary temperature, is obtained when copper, 
which has been precipitated bj zinc, is moistened with nitrate of 
suboxide of mercury, and triturated in a warm mortar with mer- 
cury, added by degrees, until the amalgam has the consistence of 
butter. 
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which has been dried at 100° and weighed, and its 
weight determined after drying at 100°. 

From the filtered solution the oxide of copper is pre- 
cipitated, at a boiling heat, by caustic potassa. 

II. Amalgam OF Tin (amalgam for mirrors). — This 
is dissolved in aqua regia, the solution mixed with am- 
monia in slight excess, afterwards with an excess of 
sulphide of ammonium, and digested for a long time 
in a closed vessel. The bisulphide of tin which is 
formed dissolves in the sulphide of ammonium, and 
the black sulphide of mercury separates ; it is collected 
upon a weighed filter, washed with weak sulphide of 
ammonium, and dried at 100°. 

From the solution in sulphide of ammonium the bi- 
sulphide of tin is precipitated by dilute hydrochloric 
acid, filtered off, washed, dried, and roasted, together 
with the filter, in a porcelain crucible, with free access 
of air. A gentle heat is at first applied, which is gra- 
dually increased, till the whole of the precipitate is 
converted into white binoxide of tin; a fragment of 
carbonate of ammonia is held in the ignited crucible at 
the end.of the operation. 

III. Amalgam of Silver.* — The amalgam is dis- 
solved, by the aid of heat, in nitric acid, so that the 
solution may contain the whole of the mercury in the 
state of protoxide; the acid solution is diluted with 
water, and the silver precipitated by an excess of hy» 
drochloric acid. 

The mercury in the filtrate from the chloride of 
silver may be precipitated by phosphorous acid. 

* May be obtained in crystals by allowing a small quantity of 
mercury to remain in a moderately dilated solution of nitrate of 
silver, or by placing a thick bright copper-wire in the mixed solu- 
tions of nitrate of silver and of suboxide of mercury. 
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46. MIXTURES OP PROTOXIDE OP MERCURY, 
MINIUM, AND CINNABAR. 

By digesting with dilute nitric acid, the protoxide 
of mercury is extracted, together with a portion of the 

Erotoxide of lead, the remainder of the lead being left 
ehind in the form of brown binoxide, mixed with the 
cinnabar. This residue is well washed upon a weighed 
filter. 

From the solution, which must contain an excess of 
nitric acid, the lead is precipitated by an excess of sul- 
phuric acid, and a little alcohol. The mercury may 
then be precipitated as protochloride by hydrochloric 
acid and phosphorous acid. Before the separation of 
the lead these last two reagents would have given 
chloride of lead with the protochloride of mercury. 

The mixture of cinnabar and binoxide of lead is 
treated, upon the filter, with a warm mixture of dilute 
nitric acid and a little oxalic acid, which dissolves the 
binoxide of lead, with evolution of carbonic acid. The 
cinnabar is then washed, dried at 100°, and weighed. 

The lead is precipitated from the solution by sul- 
phuric acid, with addition of some alcohol. 

In order to analyze the cinnabar, it is dissolved (ifi 
this case, together with the filter) in concentrated hydro- 
chloric acid, with careful addition of chlorate of potassa ; 
the sulphuric acid is then precipitated from the diluted 
solution by chloride of barium, the filtrate concentrated, 
and the mercury precipitated by protochloride of tin, 
or, better, by phosphorous acid. 


47. TIN AND COPPER. 

(Bronze, Gun-metal, Bell-metal.) 

I. The alloy, as finely divided as possible, is oxidized 
with concentrated nitric acid, the greater excess of the 
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latter evaporated, the solution diluted with hot water, 
and the undissolved binoxide of tin filtered off. The 
copper is precipitated from the filtrate by caustic po- 
tassa, at a boiling-heat. 

If the bronze contain also zinc, lead, and iron, the 
lead is precipitated by sulphuric acid, and the copper 
by sulphuretted hydrogen. The solution filtered from 
the sulphide of copper is heated with some <5hlorate of 
potassa in order to peroxidize the iron, and the sesqui- 
oxide of the latter metal precipitated by an excess of 
ammonia. The oxide of zinc remains dissolved in the 
alkali, and is precipitated by sulphide of ammonium. 
Or the method described in No. 31 may be followed. 

II. A surer method of obtaining the binoxide of tin 
free from other metals consists in oxidizing the alloy 
with nitric acid, evaporating to complete dryness, 
moistening with hydrochloric acid, and after some time 
adding water, the mass dissolves completely and the 
binoxide of tin is precipitated by sulphuric acid. After 
it has fully settled, it is filtered, washed, and ignited. 

III. A very accurate analysis may also be efiected 
by heating the alloy in a current of dry chlorine, when 
the tin and a part of the iron are volatilized as chlo- 
rides, which are conducted into water, and chloride of 
copper, chloride of zinc, and chloride of lead are left. 
{See Tetrahedrite.) 


48. TIN AND LEAD. 
(Pewter, Soft Solder.) 

The alloy is oxidized with moderately strong nitric 
acid, which leaves the tin undissolved in the form of 
binoxide ; after heating and diluting with water, the 
binoxide of tin is filtered oflF, washed, dried, and ignited. 

From the filtrate the lead is precipitated by dilute 
7 
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sulphuric acid. The whole solution, containing the 
suspended precipitate, is evaporated to expel the nitric 
acid, until the sulphuric acid begins to volatilize ; it is 
then diluted with water, and the sulphate of lead col- 
lected upon a weighed filter, which has been dried at 
120^, and washed with spirit of wine. A filter which 
has not been weighed raay be employed, if care be 
taken to remove as much as possible of the precipitate 
from the filter, and to incinerate the latter carefully 
apart, so that no reduction of lead may take place. 
(Moreover, see No. 49.) 

After the above operation it is difficult to obtain the 
binoxide of tin perfectly free from lead. It is much 
surer to fuse the alloy with a mixture of carbonate of 
potassa and sulphur, to extract the tin as a sulphide, 
and proceed as in No. 49. 


49. BISMUTH, LEAD, AND TIN. 

The alloy is oxidized with moderately strong nitric 
acid, the mass mixed with an excess of ammonia and 
sulphide of ammonium, and digested for some time in 
a closed flask. In this way the tin is entirely dissolved 
as a sulphur-salt. The solution is filtered off from the 
other sulphides, which are then washed with very weak 
sulphide of ammonium, and dried. 

From the solution the bisulphide of tin is precipi- 
tated by dilute hydrochloric acid, filtered off, washed, 
and dried. It is then gradually heated, together with 
the filter, in a porcelain crucible, with free access of 
air ; at first gently, and ultimately to redness, so that it 
may be entirely converted into binoxide of tin. A 
fragment of carbonate of ammonia is held in the cruci- 
ble at the end of the operation, to remove any sulphuric 
acid which may have been formed. 
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The mixture of sulphide of bismuth and sulphide of 
lead is detached, as far as possible, from the filter, the 
latter incinerated, and the ash added to the precipitate 
which is then oxidized in a capacious capsule, with con- 
centrated nitric acid, a little sulphuric acid added lest 
there should not be sufficient, and the excess of nitric 
acid expelled by heat. The mass is then treated with 
a little water, the solution of sulphate of bismuth fil- 
tered off from the sulphate of lead, the latter washed 
with water containing sulphuric acid, dried, and ignited. 

From the filtrate the teroxide of bismuth is precipi- 
tated by carbonate of ammonia in excess ; the liquid 
is digested for some time to insure the complete sepa- 
ration of the precipitate, which is then filtered off, 
washed, detached as far as possible from the filter, and 
ignited in a porcelain crucible, when it is converted 
into yellow teroxide of bismuth. The filter is incine- 
rated separately. 

If the oxide is fused with cyanide of potassium, it is 
reduced aod determined as metallic bismuth. 

The best method to separate bismuth from the other 
metals depends upon this, that by the addition of a 
large quantity of water to the hydrochloric acid solu- 
tion, there is obtained a perfectly insoluble precipitate 
of basic chloride of bismuth (2 BijOg-f Bi^Clj), that 
may be weighed in this state, or reduced to a metallic 
state, by fusing with cyanide of potassium. In order 
to separate the lead, the concentrated solution is mixed 
with so much hydrochloric acid that the chloride of 
lead is precipitated, and the addition of a few drops of 
water causes no turbidity. Dilute sulphuric acid is 
then added, allowed to stand for some time, stirring 
occasionally, then mixed with alcohol, well stirred, and 
the sulphate of lead left to settle down. It is then fil- 
tered, washed with alcohol containing hydrochloric 
acid, and afterwards with pure alcohol. The filtered 
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solution IS then mixed with a large quantity of water, 
when the bismuth is precipitated as basic chloride. 


50. BISMUTH AND COPPER. 

By carbonate of ammonia bismuth is precipitated, 
while copper remains in solution, but the separation is 
only approximate. It is more accurate to precipitate 
the bismuth as basic chloride, as in No. 49. 


51. SCHWEINFÜRT GREEN. 

CuO, Ä + 3(CuO, ASO3). 

When this substance is heated with caustic 'potassa 
the acids are extracted, and red suboxide of copper 
left, one-third of the arsenious acid being converted 
into arsenic acid. 

If the filtered liquid be neutralized with nitric acid, 
and nitrate of silver gradually added, a red brown pre- 
cipitate of arseniate of silver is first produced, and 
afterwards a yellow precipitate of arsenite of silver. 

In order to separate the two acids, the solution, pre- 
viously acidified with nitric acid, is mixed with excess 
of ammonia, and sulphate of magnesia added, which 
has been mixed with so much chloride of ammonium 
that it is no longer precipitated by ammonia. The 
arsenic acid is thus precipitated by arseniate of mag- 
nesia-ammonia. After the lapse of twelve hours, the 
precipitate is collected upon a dried and weighed fil- 
ter, washed with dilute ammonia, and thoroughly dried, 
at 100°. It then has the composition 2 MgO, NH^ O, 
AsO,-fHO, and contains 60.53 per cent, of arsenic 
acid. — It is not safe to ignite this precipitate, since 
arsenic is then liable to be reduced and volatilized. 
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The solution filtered from the magnesia-precipitate 
IS acidified with hydrochloric acid, and the arsenious 
acid precipitated as tersulphide of arsenic. 

If the alkaline solution is saturated with hydro- 
chloric acid, and heated with sulphurous acid, the 
arsenic acid is reduced to arsenious acid and may be 
precipitated by hydrosulphuric acid. Or if the solu- 
tion is saturated with chlorine gas, all the arsenious 
acid will be converted into arsenic acid, and may then 
be precipitated by the ammoniated salt of magnesia.* 

If the original pigment be digested with a mixture 
of concentrated hydrochloric acid and alcohol, a solu- 
tion of chloride of copper is obtained, and the arsenious 
acid remains behind as a white powder. 

By long digestion with an excess of sulphide of am- 
monium, the copper is separated as sulphide, while all 
the arsenic is dissolved and may be precipitated as 
tersulphide of arsenic by adding hydrochlorib acid to 
the filtrate. 

When Schweinfurt green is distilled with dilute sul- 
phuric acid, the acetic acid passes over, and may be 
converted into acetate of baryta by adding that base. 
The accurate quantitative estimation of the acetic acid 
can only be effected by ultimate organic analysis. 


52. ARSENIC AND LEAD. 

The alloy, in a fine state of division, is oxidized with 

nitric acid, the excess of acid evaporated, the solution 

-neutralized with ammonia, and the precipitated white 

mass digested for some time with an excess of sulphide 

of ammonium in a closed vessel. The solution of sul- 

* The detection and separation of arsenic, see the following arti- 
cle, also poisoning hy arsenic. 

7* 
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phide of arsenic is filtered from the sulphide of lead, 
which is collected upon a weighed filter, washed, first 
with weak sulphide of ammonium, then with water, 
dried and weighed, and treated as in No. 39. 

The sulphide of arsenic is precipitated from the 
solution bj dilute hydrochloric acid, the sulphuretted 
hydrogen expelled by a gentle heat, the precipitate 
filtered oflF, washed, and gently heated, together with 
the filter, in a beaker, with concentrated hydrochloric 
acid, with gradual addition of chlorate of potassa, until 
all the arsenic and part of the sulphur are oxidized 
and dissolved. The solution is diluted with water, 
passed through a filter, which must be well washed, 
and the arsenic acid precipitated, as in No. 61, with 
sulphate of magnesia and ammonia. 


53. ARSENIC AND TIN. 

The finely-divided compound is gradually and care- 
fully oxidized with nitric acid, which is dropped upon 
it in a weighed vessel. When it is converted into a 
dry white mass, more nitric acid is added, and the 
whole evaporated to perfect dryness in a water-bath. 
The mass dried at 100° is weighed. A portion of it 
is then weighed in a bulb-tube, one limb of which is 
bent downwards, and dips into caustic ammonia con- 
tained in a small flask. A stream of sulphuretted 
hydrogen is passed through the bulb-tube, and when 
it is filled with gas, the mass is heated, gently at first, 
afterwards more strongly, until a sublimation takes 
placeof sulphide of arsenic and sulphur, which dissolve 
in the ammonia. When no fresh sublimate is formed, 
the apparatus is allowed to cool, and the piece of tube 
cut off in which any sublimate still remains. This 
tube is placed in warm solution of potassa, which easily 
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dissolves the sublimate, the solation added to the sul- 
phide of ammonium, and the whole liquid carefully 
acidified with hydrochloric acid which precipitates the 
sulphide of arsenic. Some powdered chlorate of potassa 
is added to the liquid, without filtering, and heat ap- 
plied till there remains only pure sulphur, which is 
filtered oflF. From the filtrate, the arsenic acid is then 
precipitated by ammonia and sulphate of magnesia as 
in No. 51. 

All the tin is left in the bulb in the form of dark 
brown bisulphide of tin, mixed, howerer, with a yari- 
able quantity of sulphur, so that the amount of tin 
cannot be immediately inferred from the weight of the 
residue. In order to determine the tin, the contents of 
the bulb are thrown into a porcelain crucible, moistened 
with nitric acid, and ignited, with access of air, until 
the tin is entirely converted into white binoxide, which 
is then weighed. The quantities of tin and arsenic 
are afterwards calculated for the whole quantity of the 
original oxidized mass. 

A simpler method is based upon the solubility of 
sulphide of arsenic in bisulphate of potassa, while the 
sulphide of tin is insoluble. The mass oxidized by 
nitric acid is digested with a solution of caustic potash 
and sulphur until it is completely dissolved (or with 
the exception of a basic sulphide, from which it may 
be filtered). The solution is then mixed with an excess 
of sulphurous acid, digested, and boiled until about 
two-thirds of the water has evaporated and all the sul- 
phurous acid. The sulphide of tin is filtered off and 
washed with a concentrated solution of common salt, 
and not with water. This may then be separated from 
the precipitate by a solution of acetate of ammonia 
slightly acid, but the liquid must not be mixed with the 
salt washings. The sulphide of tin is dried and con- 
verted into the oxide by roasting in the air. The 
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rsenic contained in the fluid as arseniouR acid, is pre- 
cipitated by a stream of sulphuretted hydrogen. 


64. TABTAR-EMETIO. 
KOf,SbO.T + 2HO. 

The powdered salt loses all its water at 100°, 

The substance is dissolved ia about 800 times its 
weight of warm water, and the solution saturated" with 
sulphuretted hydrogen. Some hydrochloric acid ia 
afterwards added to promote the separation of the ter- 
eulphide of antimony; when the liquid has become 
clear, the precipitate is collected upon a weighed filter, 
well washed, dried at 150°, and weighed. In this case 
the weight of the antimony may be at once inferred 
from that of the precipitate. 

The filtrate is evaporated to dryness, the saline 
residue heated till the tartaric acid is completely car- 
bonized, the carbonaceous mass digested with dilute 
hydrochloric acid, filtered off and thoroughly washed. 
The solution ia evaporated, and the residual chloride 
of potassium gently ignited in a covered crucible, and 
weighed. 

The amount of the tartaric acid is inferred from the 
difference. It can be directly determined only by 
ultimate organic analysis. 


65. ANTIMONY AND LKAD. 

(Type Metal.) 

lely-divided compound is oxidized with nitric 
iolution mixed with ammonia in slight excess, 
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and afterwards with an excess of yellow sulphide of 
ammonium, with which it is digested for some time 
until the precipitate is perfectly black. The solution 
is then diluted with water, the sulphide of lead col- 
lected upon a dried and weighed filter, thoroughly 
washed with dilute sulphide of ammonium, and after- 
wards with water, dried at 150°, and weighed. {See 
No. 39.) 

The sulphide of antimony is precipitated from the 
solution by dilute sulphuric acid, and the liquid ex- 
posed to the air until most of the sulphuretted hydro- 
gen has been dissipated. The precipitate is then 
thrown upon a dried and weighed filter, well washed, 
and dried at 100° till its weight is constant. 

Since the quantitative composition of this precipitate 
is not accurately known, and since, moreover, it con- 
tains some free sulphur, it must now be analyzed, and 
either the sulphur or the antimony in it determined. 

To determine the amount of sulphur which it con- 
tains, a weighed quantity is detached from the filter 
and oxidized, very gradually and cautiously, in a flask, 
with concentrated nitric acid. Concentrated hydro- 
chloric acid is afterwards added, and the mixture di- 
gested until all the antimony and all the sulphur are 
dissolved. As soon as this is the case, so much tartaric 
acid is added, that the solution may be diluted with 
water without any precipitation taking place. If any 
sulphur should have been separated in an unoxidized 
state, it must be collected upon a weighed filter. The 
sulphuric acid is then precipitated from the diluted 
solution by chloride of barium, and the precipitate 
washed with hot water. The quantity of sulphur, and, 
in consequence, that of the antimony, are calculated 
for the total weight of the precipitated sulphide of 
antimony. 

^ For the direct estimation of the antimony, a weighed 
portion of the original precipitate is introduced into a 
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weighed bulb-tube, and heated in a stream of hydrogen 
gas, at first very gently, and ultimately to the fusing 
point of the antimony, from which the sulphur is thus 
completely separated. 

Or, instead of the hydrogen, a stream of carbonic acid 
gas free from air may be passed through the tube, and 
the precipitate heated in it until it does not lose any 
more sulphur, and is converted into black tersulphide 
of antimony. 

A more accurate method consists in converting the 
sulphide of antimony into the antimoniate of the oxide 
of antimony (SbjO,, Sb^O^), complete oxidation being 
produced by fuming nitric acid. To prevent too rapid 
action it should be moistened first with a few drops of 
weak acid. 

The oxidation is made in a weighed porcelain cru- 
cible. By digesting for some time the decomposition 
is complete, and tBe pulverulent precipitate of sulphur 
separates. The acid is then carefully evaporated and 
the residue ignited. 


56. BOÜRNONITB. 

8 Cu,S, Sb,S3 + 2 (3 PbS, Shß;). 

The powdered mineral is gradually and carefully 
oxidized with concentrated nitric acid, the mass mixed 
with ammonia, and digested for some time, in a closed 
vessel, with yellow sulphide of ammonium. The so- 
lution is then treated as directed in No. 55, 

The residue containing sulphide of copper and sul- 
t>hide of lead is dried in the funnel, detached as far as 
possible, from the filter, the latter incinerated, and the 
sulphides afterwards oxidized, in a dish, by the gradual 
addition of fuming nitric acid. Some sulphuric acid 
IS then added, the whole of the nitric acid expelled by 
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heat, and the sulphate of copper extracted from the 
mass by water. The sulphate of lead is washed, dried, 
and ignited. The oxide of copper is precipitated from 
the solution by caustic potassa, at a boiling heat. 

This method is not quite accurate, since a little sul- 
phide of copper dissolves in the sulphide of ammonium 
together with the tersulphide of antimony; sulphate 
of lead,, moreover, is not quite insoluble. The deter- 
mination of the lead is more accurate if all free sul- 
phuric acid be expelled by heat before the sulphate of 
copper is extracted with water. 

A more exact method for the analysis of this mineral 
is that with chlorine, described in the article upon 
Tetrahedrite. 


57. ZINKENITE * 

PbS, Rb^. 

The amount of sulphur present may be inferred from 
the loss which the compound suffers when heated in a 
bulb-tube, through which a stream of hydrogen is 
passed, when all the sulphur is evolved as sulphuretted 
hydrogen, and PbSb remains behind. 

The relative proportions of lead and antimony are 
determined as in No. 55. 

For the direct estimation of the sulphur, the finely- 
divided compound is mixed with 3 parts of chlorate of 
potassa, and 3 parts of carbonate of soda, and heated 
in a porcelain crucible, at first gently, and ultimately 
to redness, until the chlorate of potassa is completely 
decomposed. The salts are then extracted from the 

* Plagionite jaTnesoiiite,and feather-ore, are Bimilar combinations. 
Zinkenite may be easily prepared artificially by fusing together 7t 
pari« of sulphide of lead, with II parts of black tersulphide of 
autiinony iu a glass tabe. 
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mass with water, the residue well washed, the solution 
acidified slightly with hydrochloric acid, and the sul- 
phuric acid precipitated by chloride of barium. 


68. BERTHIERITB. 

FeS, SbjSj. 

The mineral, in the state of fine powder, is oxidized 
with hydrochloric acid and chlorate of potassa, until 
the separated sulphur has a pure yellow color. The 
solution is mixed with tartaric acid, and may then be 
diluted with water without any precipitation taking 
place. The separated sulphur is collected upon a dried 
filter, washed, and dried at 100°. The sulphuric acid 
produced by the oxidation is precipitated from the 
solution by chloride of barium, and the sulphate of 
baryta washed with hot water. 

When the excess of baryta has been removed from 
the filtrate by sulphuric acid, a stream of sulphuretted 
hydrogen gas is passed through the solution, and the 
antimony precipitated. {See also No. 55.) 

From the filtered liquid the iron is completely oxi- 
dized and then precipitated by ammonia. 


59. RED SILVER-ORE.* 

Pyrargyrite, 3AgS, Hhßy Proustite, 3AgS, Ap^Sj, 

1. Pyrargyrite. — To determine the amount of sul- 
phur, a weighed quantity of the mineral is fused in a 

* These compounds may be readily obtained artificiaUj by fos- 
ing their constitaents together. That which contains antimony is 
prepared by fusing 2*2 parts of sulphide of silrer with 1 part of 
black tersulphide of antimony in a crucible, beneath a layer of 
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bulb-tube, over a large spirit-lamp or gas-burner, in a - 
stream of dry. hydrogen, as long as any sulphuretted 
hydrogen is formed ; all the sulphur is thus expelled, 
in combination with hydrogen. The conclusion of the 
operation is also indicated by a sort of coruscation 
which takes place, and the antimonide of silver is left in 
the form of a perfectly bright, sifiootb, movable globule. 
The tube is allowed to cool slowly, weighed, and 
^aced in communication with an apparatus for the 
evolution of chlorine, in a current of which the anti- 
Fig. 11. 


monide of silver is fused, until no more pentachloride 
of antimony is volatilized, and pure fused chloride of 
silver remains. The latter is then treated as in the 
case of gray copper-ore. 

The aDtimoDide of silver may also be oxidized by 

eonnnim Bait ; to prepare tlie araenifErons cotnpnand, 3 parts ot 
Bulpbide ot BilTer aud 1 part of yellow terenlpliide of arBuaio, or 
32.4 parts of powdered eilviir S.S parts of salphnr, and T.G parts 
of areenio art) fnsed togothnr in a «lass tabe closed at one end. 
CombinatioQ takes place nith iuoaudegoeuoe. 
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• 

nitric acid, and the silver and the antimony separated 
by sulphide of ammonium, as in antimonide of lead 
(No. 55.) 

2. Proustite. — The light colored variety, when fused 
in a current of hydrogen, loses all its sulphur and 
arsenic ; but the complete expulsion of the latter can 
scarcely be effected in a glass tube. The experiment 
must be conducted in a small porcelain boat, placed 
in a porcelain tube. After a certain time, the fuseir 
substance suddenly swells up to a voluminous bladder- 
like mass, from which the last portions of arsenic can 
be but slowlj^ expelled. 

The analysis may also be eflFected by dissolving the 
red silver-ore in concentrated nitric acid. The diges- 
tion is continued until the separated sulphur has a pure 
yellow color; the solution is then diluted with hot 
water, and filtered from the sulphur, the total quantity 
of which may here be determined from the loss, unless 
it be directly determined, as in the case of chalco- 
pyrite (No. 30); the silver is precipitated by diluted 
hydrochloric acid {see No. 1), the solution filtered off, 
concentrated by evaporation, with addition of some 
nitric acid or chlorate of potassa, and the arsenic acid 
precipitated by sulphate of magnesia. {See No. 51.) 

Or the very finely-powdered mineral may be fused 
with 6 times its weight of a mixture of equal parts of 
nitre and carbonate of soda in a platinum crucible, at 
the bottom of which a layer of carbonate of soda has 
been placed. The mass is afterwards dissolved out 
with hot water, the silver filtered off, washed, ignited 
and weighed. The solution is acidified with hydro- 
chloric acid, mixed with ammonia, and the arsenic acid 
precipitated by sulphate of magnesia. The amount 
of sulphur is determined by loss, unless it be precipi- 
tated from the original solution in the form of sulphate 
of baryta, when it must be very carefully washed with 
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hot water to free it from the nitrate of baryta which it 
carries down. 

Both compounds may also be analyzed with great 
accuracy by means of chlorine gas, as described id the 
article upon Grey Copper-ore, or Tetrahedrite. 

In analyzing a mixture of light and dark red silver- 
ore, the arsenic and antimony are separated according 
to the method described in No. 61. 


60. TIN AND ANTIMONY. 

The weighed compound is dissolved in hydrochloric 
acid, with gradual addition of nitric acid, and a piece 
of pure tin placed in the solution, with which it is 
heated for some time, until the whole of the antimony 
is precipitated ; the latter is collected upon a weighed 
filter, washed, dried at 100°, and weighed; the amount 
of tin is inferred from the difference. 

In order to determine both metals directly, the com- 
pound, as finely divided as possible, is oxidized in a 
beaker witk strong pure nitric acid, the mass evapo- 
rated to dryness, gently ignited, and fused, in a silver 
crucible, with a largeexcessof h^'drateof soda. When 
cool, the mass is treated with water, rinsed out into a 
beaker, and the solution mixed with j its volume of 
strong alcohol. The insoluble antimoniate of soda is 
thus separated from thestannate, carbonate, and excess 
of hydrate of soda, which are dissolved by the weak 
spirit. When the liquid has become perfectly clear, 
the precipitate is filtered off, and washed, first with a 
mixture of equal volumes of alcohol and water, and 
finally with strong alcohol. 

The alkaline solution is heated to expel the alcohol, 
diluted with water, acidified with dilute sulphuric acid, 
and the tin precipitated by sulphuretted hydrogen 
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The bisulphide of tin is then converted into binoxide 
of tin, as directed in No. 49. 

The antimoniate of soda is detached as far as possible 
from the filter, and a mixture of hydrochloric and tar- 
taric acids poured over the latter, and allowed to flow 
into the beaker containing the remainder of the preci- 
pitate. When the salt is perfectly dissolved, and the 
filter has been washed, the antimony is precipitated by 
sulphuretted hydrogen. The antimony contained in 
the precipitate is determined as in No. 55. 

The antimoniate of soda may also be collected upon 
a weighed filter, dried at 100°, and a weighed portion 
mixed with sal-ammoniac in a porcelain crucible, and 
ignited, when all the antimony is volatilized, and the 
salt converted into chloride of sodium. The operation 
must be repeated several times till the weight is con- 
stant, and the amount of the antimony may be calcu- 
lated from that of the chloride of sodium obtained. 

Or the dried antimoniate of soda may be fused in a 
porcelain crucible with an excess of cyanide of potas- 
sium. The antimony is- reduced and collects in a 
metallic button. • 


61. ARSENIC AND ANTIMONY.* 

If only these two metals be present, as in native 
arsenic, a complete separation may be effected by heat- 
ing the compound in a bulb-tube through which a 
stream of dry carbonic acid gas is transmitted, when 
the whole of the arsenic is volatilized, and the antimony 
remains behind. If too strong a heat be applied, a 
portion of the latter metal may also be volatilized. 

When the compound under examination contains, 
as is often the case, the two metals in the form of sul- 

* See No. 132. Poisoning hy Arsenic. 


ARSENIC AND ANTIMONY. 89 

phides, they may be at least approximately separated 
by digestion with concentrated hydrochloric acid, 
which dissolves the sulphide of antimony, and leaves 
that of arsenic, or with carbonate of ammonia, which 
dissolves the sulphide of arsenic. 

Methods for Qiuintitative determination. 

I. The compound is carefully oxidized with aqua- 
regia, or with hydrochloric acid and chlorate of potassa, 
some tartaric acid and a considerable quantity of chlo- 
ride of ammonium added, and the mixture then treated 
with ammonia in excess, which must dissolve the 
whole. From this solution the arsenic acid is precipi- 
tated by sulphate of magnesia. {See No*. 51.) 

The filtrate is acidulated with hydrochloric acid, 
and the antimony precipitated by sulphuretted hydro- 
gen, and treated as in No. 5-1. 

II. A more accurate method depends upon the fact 
that freshly precipitated sulphide of arsenic is soluble 
in sulphite of potassa and sulphurous acid, while the 
sulphide of antimony is not. 

The analysis of commercial gray sulphide of anti- 
mony or metallic antimony, is made in the following 
manner :-— 

The very finely pulverized and weighed substance 
is digested with a solution of sulphide of potassium 
and some sulphur, until it is dissolved. There gene- 
rally remains a black mixture of sulphides of lead, 
iron, and copper, which are separated by filtration and 
analyzed by themselves. The solution is then mixed 
with a large excess of a saturated solutioji of sulphurous 
acid in water, with this digested and kept at the boil- 
ing-point until two-thirds of the water has evaporated, 
and all the sulphurous acid is driven oflF. The precipi- 
tated sulphide of 'antimony is filtered, washed, and 
treated as in No. 54. From the solution which contains 
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the arsenic as arsenious acid, it is precipitated by by- 
drosulpburic acid as in No. 52. 


62. ARSENIC, ANTIMONY, AND TIN. 

The compound is divided as finely as possible, and 
carefully oxidized with strong and pure nitric acid, 
the mass evaporated to dryness and fused in a silver 
crucible with eight times its weight of hydrate of soda, 
the evaporating vessel being previously rinsed with 
solution of soda, which is added to the contents of the 
crucible and evaporated to dryness. The fused mass 
is treated with hot water, then diluted with water, and 
one-third its volume of strong alcohol added. The 
mass is allowed to stand for twenty-four hours and 
frequently stirred ; the antimoniate of soda is then fil- 
tered ofl^ and washed first with a mixture of 2 vols, of 
water and 1 vol. of alcohol, next with a mixture of 
equal vols., and lastly with a mixture of 3 vols, of 
alcohol and 1 vol. of water, adding to each a few drops 
of solution of carbonate of soda. The washed salt is 
treated as in No. 60. 

The alkaline filtrate is supersaturated with hydro- 
chloric acid, which produces a bulky precipitate of 
arseniate of binoxide of tin. Without filtering this off, 
the liquor is saturated with sulphuretted hydrogen, 
the precipitate thus converted into a dark brown mix- 
ture of bisulphide of tin and tersulphide of arsenic, 
and the liquor then allowed to stand for twenty-four 
hours in the closed vessel. The precipitate is now 
collected on a weighed filter and dried at 100°. The 
separation of the tin and arsenic is effected by heating 
in sulphuretted hydrogen, as in No. 53. 

A weighed portion of the entire precipitate might 
also ba mixed with about 12 times its weight of a 
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mixture of 3 parts of carbonate of soda and 1 part of 
cyanide of potassium, and heated in a covered porce- 
lain crucible until all the arsenic is driven off. On 
treating the residue with water, the tin would be left 
bebind in the metallic state. Or tbe mixture could 
be heated in a long glass tube, in a slow current of 
carbonic acid gas, and thus the arsenic obtained as a 
sublimate in the tube. In order to secure a more 
complete condensation, a weighed coil of fine sheet 
copper could be introduced into tbe tube, and heated 
to ignition at one place for tbe purpose of forming 
arsenide of copper. 


63. TETRAHEDRITE. 

4 (Cu, Ag, Fe, Zn, Hg),+(Sb3, As, Bi), S,. 

Every specimen of tetrahedrite does not contain all 
these constituents; some of them may be entirely 

Fig. 12. 
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absent, and generally they may replace each other in 
the different kinds in varying quantities. 

The analysis is best effected by gently heating the 
mineral in dried chlorine gas, when sulphur, arsenic, 
antimony, mercury, and a portion of the iron are vola- 
tilized in the form of chlorides, and copper, silver, zinc, 
and part of the iron remain behind, likewise converted 
into chlorides. 

The above figure shows the construction of the ap- 
paratus to be used in such analyses. The chlorine gas, 
for the purpose of drying it, is first passed through a 
small cylinder containing concentrated sulphuric acid, 
and thence through the chloride-of-calcium-tube, which 
is fixed upon a wooden stand. 

The mineral, finely divided, is weighed in the bulb- 
tube. The latter is best provided with two bulbs, in 
order to collect the greater portion of the sublimate in 
the second bulb, and thus to prevent the tube from 
being stopped up. 

The end of the tube bent downwards is connected 
by means of a good cork or a caoutchouc tube, with 
the three-bulb-*tube or receiver, in which the volatile 

[)roducts are to be condensed. The other end of the 
alter is provided with a small conducting tube, through 
which the excess of chlorine passes into a small flask 
containing alcohol, or milk of lime. 

In order to prevent the precipitation of antimony, 
the three-bulb receiver is not filled with pure water, 
but with a mixture of dilute hydrochloric and tartaric 
acids, whenever that substance is present ; the liquid 
should fili about ^ of the two upper bulbs, which will 
require about 50 grms. In this arrangement the liquid 
* cannot rise above a certain point in either limb, but 
must flow back again whenever it has been raised to a 
certain height 

If such a bulb-receiver be not at hand, a flask with 
two necks may be used, as shown in the annexed 
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figure. The perpendicular limbof the bulb-tube almost 
touches the mixture of acids in the receiver, but does 

Fig. 13. 



not dip into it, because the liquor might in that case 
recede into the bulb-tube, the chlorine being rapidly 
absorbed. The conducting-tube, inserted through the 
second neck, expands at its upper portion into a bulb, 
and is cut off below in an oblique direction ; it enters 
the liquid so far, that this can be pressed up into the 
bulb only, and must then flow back again. To this 
tube a second one is attached, which is bent at a right 
angle, and conducts the excess of chlorine into alcohol, 
or milk of lime. 

It is advisable not to connect the bulb-tube, contain- 
ing the mineral, with the chlorine apparatus, until 
most of the atmospheric air has been expelled from it. 

The complete decomposition of tetrahedrite takes 
place even at the ordinary temperature, with strong 
evolution of heat. When the bulb has nearly cooled 
again, it is heated gently by a very small flame, in 
order to separate the volatile products from the non- 
volatile, and to drive the former into the second bulb. 
It is scarcely possible to drive off all the sesquichloride 
of iron; the heating is therefore discontinued as soon 
as vapors of this compound only appear to be evolved. 
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The chlorine gas is to be passed through in a gentle 
current only, especially towards the last, when the sub- 
limation is effected, because otherwise the vapors of 
the volatile products may pass unabsorbed through 
the receiver. 

When the tube has become clear between the bulbs, 
and the apparatus has cooled, it is cut through between 
the bulbs by means of a file and a red-hot coal, and 
the end with the bulb containing the sublimate is co- 
vered with a short glass tube, sealed at one end and 
moistened with water on the inside. The tubes are 
allowed to remain connected in this manner for at least • 
twenty-four hours, in order to cause the sublimate 
gradually to attract moisture and to prevent its becom- 
ing hot and thus occasioning loss on being afterwards 
dissolved in water, as would otherwise be the case. It 
is then dissolved in a little water, to which some hy- 
drochloric and tartaric acids have been added, the tube 
is carefully rinsed, and the rinsings added to the solu- 
tion in the receiver. Should the liquid be cloudy, in 
consequence of a separation of antimonious acid, a 
gentle heat must be applied, in order to redissolve the 
latter. In case of sulphur having separated in an lin- 
oxidized state, it must be filtered off*. 

I. Analysis op the Fixed Residue. — The bulb 
containing it is placed in a beaker with dilute hydro- 
chloric acid, and digested until the contents are dis- 
solved, with the exception of the chloride of silver. 
This is filtered oflf and treated as in No. 1. Should 
chloride of lead be present, as is the case in the analysis 
of bournonite, it must be dissolved by using a larger 
quantity of water. In this case the contents of the 
bulb have to be heated very cautiously, that the chlo- 
ride of lead may not volatilize. 

A slow current of sulphuretted hydrogen is then 
passed through the solution until it is completely satu- 
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rated. The precipitated sulphide of copper is treated 
as in No. 30, or, if lead be present, as in No. 56. 

The solution filtered off from the precipitate contains 
part of the iron, and if too great a beat was avoided, 
all the ziuc ; it is then heated to ebullition, and mixed 
with some chlorate or hypochlorite of an alkali, in 
order to convert the former metal into a higher oxide; 
the iron and zinc are then separated and determined 
as in No. 31. 

II. Analysis of the Volatile Products. — This 
solution contains the mercury, antimony, arsenic, a 
portion of the iron, and the sulphur, partly in the form 
of sulphuric acid, partly unoxidized. 

The sulphuric acid can be precipitated with chloride 
of barium, and the excess of baryta again removed by 
sulphuric acid. 

It is, however, much more convenient to determine 
the amount of sulphur in a separate portion of the 
mineral. For this purpose it is finely divided, mixed 
with three times its weight of finely-powdered chlorate 
of potassa and then with as much of dry carbonate of 
soda, and the mixture very gradually heated in a pla- 
tinum crucible (the bottom of which is previously 
covered with carbonate of soda, as a precaution) until 
all the chlorate of potassa is decomposed. When cold, 
the mass is treated with water, the solution filtered, 
slightly acidulated with hydrochloric acid, and the 
sulphuric acid precipitated by chloride of barium as 
in No. 3. 

For \he determination of the other constituents, the 
solution of the volatile chlorides is heated to about 60^ 
and then a gentle current of sulphuretted hydrogen 
passed through it until it is cold. When completely 
saturated with sulphuretted hydrogen, the solution is 
allowed to stand for twelve hours, and then the pre- 
cipitate, which consists of the sulphides of mercury, 
aotimony, and arsenic ; collected on a filter which Las 
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been dried and weighed. After being washed with 
Bulphuretted-hydrogen water, the precipitate is removed 
from the filter, taking care not to damage the latter ; 
it is washed ofif as well as possible, and a concentrated 
solution of sulphide of ammonium poured upon it, with 
which it is digested in a closed vessel until the whole 
of the sulphides of arsenic and antimony are dissolved, 
and the sulphide of mercury has assumed a pure black 
color. When completely cold, it is again collected on 
the filter previously used, washed first with dilute sul- 
phide of ammonium, and towards the end with pure 
water, dried and weighed. 

From the solution in sulphide of ammonium, the 
sulphides of arsenic and antimony are precipitated by 
an excess of dilute sulphuric acid, and separated and 
determined as in No. 61. • 

From the liquid which has been filtered off from 
the precipitate by sulphuretted hydrogen, the iron can 
only be separated by sulphide of ammonium after 
neutralizing with ammonia, on account of the presence 
of tartaric acid. When the sulphide of iron is com- 
pletely separated by digestion at a gentle heat, it is 
filtered off, and washed with sulphuretted hydrogen- 
water; the filter is then put into a beaker, and digested 
with hydrochloric acid until all the sulphide of iron 
is dissolved. The solution is then filtered off from the 
paper, the latter washed, the liquid heated with chlo- 
rate of potassa, and the sesquioxide of iron precipitated 
by ammonia. 

Or the sulphide of iron is dried, removed from the 
filter, which is burned, and the ashes added to the pre- 
cipitate, with a small piece of sulphur, and strongly 
ignited in a stream of dry hydrogen. It is weighed 
as Fe S — sulphide of iron. 

If the amount of sulphide of iron be but small, the 
filter is ignited with the precipitate, the air having 
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free access, until all the iron is converted into sesqui« 
oxide, and its weight remains constant. 


64. GERMAN SILVER (ARGENT AN). 
(Cu, Ni, Zn). 

The alloy is dissolved in nitric acid, the greater 
excess of acid evaporated, the solution diluted with 
water, and the copper precipitated by means of sul- 
phuretted hydrogen. {See No. 30.) 

The filtered liquor is concentrated by evaporation, 
precipitated by an excess of solution of potassa, and 
heated with it, when the protoxide of nickel is sepa- 
rated and the oxide of zinc dissolved. From this solu- 
tion the latter is precipitated by sulphide of potassium, 
or, after being saturated with hydrochloric acid, by 
carbonate of soda at a boiling heat. 

In this manner, however, the oxides of nickel and 
zinc cannot be separated with precision ; some oxide 
of zinc remains with the protoxide of nickel. 

The separation is also effected incompletely by fusing 
the mixture of the oxides with hydrated potassa, or by 
precipitating both oxides with carbonate of soda at a 
boiling heat, converting the protoxide of nickel into 
black sesquioxide by digestion with hypochlorite of 
soda, and then extracting the oxide of zinc by means 
of caustic potash, or the solution is mixed with acetate 
of soda and sulphuretted hydrogen passed into it. At 
first white sulphide of zinc is precipitated, and by de- 
grees the black sulphide of nickel. A more accurate 
result is obtained if the mixture of both oxides is 
mixed with 3 times its weight of carbonate of potassa 
and the same quantity of sulphur, carefully fused to- 
gether in a porcelain crucible, until it flows quietly, 
and when cool the alkaline sulphide extracted with 
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water. Dilute hydrochloric acid is then poured upon 
the sulphides of the metals, which dissolves only the 
Bulphiae of zinc. 

The most accurate method for the separation of the 
three metals consists in dissolving the German silver 
in hydrochloric acid, adding nitric acid, drop by drop, 
and saturating the solution, which must not be too 
acid, with sulphurous acid, and precipitating the cop- 
per as subsulpho-cyanide. {See No. 83.) The filtered 
solution is then evaporated to a small volume, mixed 
with an excess of caustic potassa, and gradually with 
hydrocyanic acid, until the precipitate is completely 
dissolved, and is of a yellow color. From this solu- 
tion of double cyanides the zinc may be precipitated 
as a sulphide, by sulphide of potassium, and not sul- 
phide of ammonium. After digestion by itself for 
some hours, at a gentle heat, it is filtered. The solu- 
tion is then boiled with fuming nitric and hydrochloric 
acids, or in place of the latter, chlorate of potassa, and 
the protoxide of nickel precipitated while hot, by 
caustic potassa. It is then dried and ignited. 


65. NICCOLITE * 

NiAs. 

I. Preparation of Pure Nickel. — The finely 
powdered arsenide of nickel is heated in a crucible 
placed obliquely in the fire where the draught is 
strong to carry off the fumes, and roasted at a gentle 
heat with continual stirring, until the vapors of arsenic 
cease to be given off, and it is changed into greenish 
basic arsenate of nickel. 

* Arsenide of nickel, with a varying amount of cobalt and iron. 
The smelting-prodnctB, known by the name of cobalt- and nickel- 
speiss, have a similar composition, and contain besides frequently 
accidental admiztares of copper and bismuth. ^ 
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II. Or the powdered ore is mixed with 2 parts of 
dry soda, and 2 of saltpetre, in a clay crucible, and 
ignited for a considerable time. After the mass has 
cooled, all the arsenate of potassa is extracted by hot 
water, and the remaining oxide washed. 

III. Or the ore is mixed with 2 parts of dry soda 
and 1} parts of sulphur, in a clay crucible, and gradu- 
ally heated to redness. It is kept at a low red heat for 
some time, being well covered. The sulph-arsenate 
and sulphide of sodium are extracted by water, after 
the mass has cooled, and the crystalline sulphide of 
nickel washed by decantation. 

The mixture of oxides remaining behind in the 
first and second cases is dissolved in hot concentrated 
hydrochloric acid, that of the sulphides, in the third 
case, in hydrochloric acid with gradual addition of 
nitric acid and with application of heat. 

The solution is heated to about 70°, and during that 
time, and until it has cooled, saturated with sulphuret- 
ted hydrogen ; nt is then allowed to stand in a closed 
vessel for twenty-four hours, when copper, bismuth, 
and a residue of arsenic are precipitated. 

The arsenic is more easily precipitated if first con- 
verted into arsenious acid by heating with sulphurous 
acid. The solution must be freed from an excess of 
Bulphurous acid by boiling, before the sulphuretted 
hydrogen is passed into it. 

The sulphuretted hydrogen having been expelled 
by heat> the solution is filtered, heated to boiling, and 
precipitated by carbonate of soda; the precipitate, 
containing all the nickel, cobalt, and iron, is thoroughly 
washed. 

It is then, whilst still moist, treated and digested 
with an excess of a hot saturated solution of oxalic 
acid, when all the iron is dissolved, and the nickel and 
cobalt are left in the form of oxalates. They are 
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filtered ofi^, washed, and digested with concentrated 
caustic ammonia until they are dissolved. 

The blue solution is then set aside in an open vessel 
until all the free ammonia has evaporated (under a 
bell-jar over sulphuric acid, so that the ammonia may 
not all be lost), during which time the nickel separates 
in the form of green oxalate of protoxide of nickel 
and ammonia, whilst the cobalt remains in the solution 
to which it imparts a red color. 

The nickel-salt is filtered ofi^, washed, and ignited in 
a closed crucible or in a glass tube, when pure metallic 
nickel remains behind. 

The cobalt may be obtained from the solution by 
evaporation and ignition of the residue, or by boiling 
it with caustic potassa until no farther disengagement 
of ammonia takes place ; or when smaller quantities 
are operated upon, by an alkaline sulphide, and subse- 
quent addition of dilute sulphuric acid in order to 
separate the sulphide of cobalt. It however still con- 
tains nickel. * 

The pure metal may be easily prepared from com- 
mercial nickel by dissolving it in hydrochloric acid 
with the addition of some nitric acid, purifying the 
solution by sulphuretted hydrogen, and then precipi- 
tating nickel and cobalt by the addition of a boiling 
saturated solution of binoxalate of potassa. The 
washed precipitate is then ignited, the metal dissolved 
in hydrochloric with nitric acid and cobalt and nickel 
separated by nitrite of potassa. 

For the purpose of separating the iron, the solution, 
after being again oxidized, may also be mixed with 
chloride of ammonium, and then with ammonia in 
excess, when sesquioxide of iron (with a little nickel 
and cobalt) is precipitated, whilst nickel and cobalt 
remain in solution. 

II. Quantitative Analysts. — The very finely- 
powdered arsenide of nickel is fused with 2 parts of 
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nitrate of potassa and 2 parts of carbonate of soda, in 
a platinum crucible, the bottom and sides of which 
have previously been carefully covered with carbonate 
of soda; the mass is then ignited for some time, and 
when cold is digested with water ; the oxides formed 
are filtered oS and thoroughly washed. 

The solution contains all the arsenic in the form of 
arsenates of the alkalies; it is supersaturated with 
hydrochloric acid, and then mixed with concentrated 
caustic ammonia and sulphate of magnesia. 

After tweuty-four hours the precipitate is collected 
on a weighed filter, washed with dilute caustic am- 
monia, dried at 100° and weighed. {See No. 51.) 

The arsenic may also be determined from the loss. 

The oxides are dissolved in concentrated hydro- 
chloric acid, and the copper and bismuth precipitated 
from the solution by sulphuretted hydrogen. The 
precipitate is tteated as in No. 50. 

The liquid filtered oflf from the precipitate is heated 
nearly to boiling, and mixed with some chlorate of 
potassa in order to peroxidize the iron, which may 
then be separated from the nickel and cobalt in the 
same manner as from manganese, either by succinate 
of ammonia or by carbonate of baryta. {See No. 25.) 

From the liquid filtered off from the succinate of 
iron, nickel and cobalt are precipitated at a boiling- 
heat by caustic potassa, filtered off, and washed with 
hot water. 

From the liquid separated from the carbonate of 
baryta, the dissolved baryta is precipitated by sul- 
phuric acid, and the nickel and cobalt are then pre- 
cipitated from the hot solution by caustic potassa. 

The precipitate containing the hydrated oxides of 
nickel and cobalt is gradually mixed, whilst still moist, 
with dilute hydrocyanic acid and solution of potassa 
(or cyaifide of potassium), and a gentle heat applied 
until it is dissolved. The yellowish-red solution is 
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heated to boiling, in order to expel the excess of the 
hydrocyanic acid and to convert the cyanide of cobalt 
and potassium into the cobalticyanide, and is then 
mixed, whilst still warm, with levigated protoxide of 
mercury. By this treatment the cyanide of nickel and 
potassium is decomposed and all the nickel precipi- 
tated, partly in the form of oxide, partly as cyanide, 
whilst mercury takes its place. 

The precipitate, when washed and ignited with access 
of air, leaves pure oxide of nickel behind. 

If the mixture of both oxides, previously to the 
treatment with hydrocyanic acid and potassa, have 
been dried and reduced to metal by igniting it in a 
current of hydrogen (and the metal weighed), the 
amount of cobalt need not now be determined directly. 

If this be not the case, the solution which still con- 
tains the cobalt is carefully neutralized with nitric 
acid, and solution of nitrate of suboxide pf mercury, 
as neutral as possible, added, as long as it produces a 
white precipitate of cobalticyanide of mercury. After 
being washed and dried, the precipitate is ignited with 
access of air, when it is converted into black oxide of 
cobalt, which, after being weighed, must be reduced 
by strong ignition in a current of hydrogen, on account 
of its amount of oxygen varying according to the tem- 
perature. 

When the nickel-speiss contains lead and sulphur, 
the same method is used which has been given for the 
analysis of tetrahedrite, where the compound is decom- 
posed by beating it in a current of dry chlorine gas. 

Another good method of separation of nickel from 
cobalt is the following : the solution of both oxides is 
made as concentrated as possible, and neutralized with 
potassa, mixed with a concentrated solution of nitrite 
of potassa, acidified with acetic acid and alk)wed to 
stand for twenty-four hours. The yellow precipitate of 
nitrite of sesquioxide of cobalt and potassa (CojO^, 
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3 KO, 5 NO3 no) is filtered, washed with a solution of 
chloride of potassium, dissolved in hydrochloric acid 
and the protoxide of cobalt precipitated by caustic 
potassa. Protoxide of nickel may be precipitated 
from the filtered solution in the same manner. 

If nickel is to be precipitated from a solution by 
means of sulphide of ammonium, it is not complete, 
leaving sulphide of nickel undissolved, giving a brown 
color, if the sulphide of ammonium does not contain, 
by means of oxidation, a higher sulphide. 

The best method is to saturate the nickel solution 
"with sulphuretted hydrogen, and drive off so much 
ammonia that the solution is feebly alkaline. Then 
filter as quickly as possible, and wash the precipitate 
with water containing sulphuretted hydrogen. 


66. SMALTITE. 
Speiss Cobalt.* 
(Co, Fe, Ni) As,. 

The analysis and the preparation of pure cobalt can 
be effected by the same process as the analysis of cop- 
per-nickel and the preparation of pure nickel. 

Since the arsenide of cobalt contains upwards of 70 
per cent, of arsenic, it is advisable to remove a great 
portion by first fusing it with common salt, and after- 
wards roasting or fusing it with a mixture of soda and 
Bulphur. 

It may be separated from nickel by nitrite of potassa. 
For the preparation of fused metallic cobalt, the yellow 
precipitate is dissolved in the smallest possible quan- 
tity of hydrochloric acid, the solution mixed with 

* Arsenide of cobalt, with small qaaDtities of nickel, iron, and 
eopper. ^ 


104 COBALTITB. 

acetate of soda, and the pale rose-red oxide of cobalt 
precipitated by a hot saturated solution of oxalic acid. 
The yellow salt may also be changed directly to an 
oxalate by boiling with oxalic acid. After it is 
washed and dried, it is placed in an unglazed porcelain 
crucible, standing in a Hessian crucible, pressed in 
firmly, both crucibles covered and luted, and then 
placed in a strong blast or furnace fire. 

The cobalt may also be separated from the nickel, 
if the solution mixed with hydrochloric acid is con- 
siderably concentrated by evaporation, mixed with 
sal-ammoniac and ammonia in excess, and the brown 
solution allowed to stand exposed to the air until it 
has acquired a fine purple tint. If it be now saturated 
with hydrochloric acid and heated to boiling, the 
greater portion of the cobalt separates in the form of 
a carmine crystalline powder, which appears to be 
SNHj-f CojCl, and when ignited leaves protochloride 
of cobalt. 

If dissolved in boiling dilute hydrochloric acid, this 
compound crystallizes in dark red octahedral crystals. 
Heated alone blue chloride of cobalt is formed, in 
hydrogen gas, metallic cobalt. 


67. COBALTITE. 

CoSj-fCoASj. ^ 

I. The finely-powered mineral is decomposed by 
heating it in a current of dry chlorine-gas, as in the 
analysis of tetrahedrite, when the cobalt remains be- 
hind in the form of protochloride, whilst arsenic and 
sulphur are obtained as acids, dissolved in the water 
of the receiver. The protochloride of cobalt can then 
immediately be reduced to metal, in the same tube, by 
heating it in hydrogen, and weighed, if the determina- 
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tion of the small amount of iron contained in it be 
neglected ; or it is dissolved in water acidulated with 
hydrochloric acid, and the solution precipitated at a 
boiling heat by caustic potassa. The small amounts 
of nickel and iron contained in the oxide of cobalt 
are then determined as in No. 66. 

The sulphuric acid is determined by means of chlo- 
ride of barium, and the excess of baryta removed by 
sulphuric acid. The filtered solution is concentrated 
by evaporation, and the arsenic acid precipitated by 
sulphate of magnesia and ammonia as in Ko. 65. 

II. The mineral is dissolved in concentrated hydro- 
chloric acid, with gradual addition of nitric acid, until 
it is completely dissolved, or the undissolved sulphur 
is left behind with a fine yellow tint. The latter is 
then collected on a weighed filter, dried at 100° and 
weighed. 

From the solution the sulphuric acid is precipitated 
by chloride of barium, and the amount of sulphur 
calculated from the precipitate, is added to that directly 
determined. 

The excess of baryta is removed from the solution 
by sulphuric acid. 

The filtrate is mixed with sulphurous acid, allowed 
to stand for twenty -four hours, then heated to boiling 
until the excess of sulphurous acid is completely driven 
oflF, and when cooled down to about 50°, saturated with 
sulphuretted hydrogen. Thus saturated, it is left to 
stand for twenty -four hours, the sulphuretted hydrogen 
removed by gentle evaporation, and the sulphide of 
arsenic collected on a weighed filter and dried at 100°. 
It is then treated as in No. 52. 

The solution of cobalt filtered from this precipitate 
is heated to boiling, mixed with a little chlorate of 
potassa, in order to bring the iron to a higher state of 
oxidation, carefully neutralized with carbonate of soda, 
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acetate of soda added and heated to boiling, which pre- 
cipitates the iron free from cobalt.* 

The protoxide of cobalt is precipitated from the fil- 
tered solution at a boiling heat by means of caustic 
soda, washed with hot water, ignited, and reduced in 
a current of hydrogen at as high a temperature as 
possible. When moistened with water after being 
weighed, the metal must not exhibit an alkaline reac- 
tion. Any nickel present may be determined as in 
No. 6Ö. 

III. The mineral is fused with carbonate of soda 
and saltpetre as in the analysis of copper-nickel, No. 
65. The mass is then treated with warm water, and 
the black oxide of cobalt filtered off. The solution is 
slightly acidified with hydrochloric acid and the sul- 
phuric acid precipitated by chloride of barium. After 
the excess of baryta has been removed by sulphuric 
acid, the solution is concentrated by evaporation, mixed 
with sal-ammoniac and sulphate of magnesia, and the 
arsenic acid precipitated by ammonia. 

The oxide of cobalt is dried, the filter incinerated, 
the ash added to the oxide, and the whole dissolved in 
concentrated hydrochloric acid. The sesquioxide of 
iron is then precipitated, by means of succinate of soda, 
from the dilute solution, after carefully neutralizing 
with carbonate of soda, and the cobalt and nickel 
separated as above. 

The sesquioxide of iron cannot be precipitated, in 
this case, by carbonate of baryta, because some oxide 
of cobalt is precipitated at the same time ; neither does 
the precipitation by an excess of ammonia lead to 
exact results, on accountof some oxide of cobalt remain- 
ing combined with the sesquioxide of iron. 

An approximate separation of both oxides may also 

* From a solution of nickel, iron thus precipitated always con- 
tains some of the nickel. 
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be effected by neutralizing the solution with ammonia, 
precipitating both metals by sulphide of ammonium; 
and then adding a slight excees of dilute hydrochloric 
acid; when sulphide of iron is dissolved and sulphide 
of cobalt is left undissolved. 

Or both oxides are precipitated by caustic potassa, 
the precipitate washed, removed from the filter, anä 
the latter carefully cleansed with water^from the wash- 
ing-bottle; the mass is then mixed with a slight excess 
of powdered oxalic acid, when the oxide of cobalt is 
converted into rose-colored, insoluble oxalate, whilst 
the sesquioxide of iron is dissolved. After twenty-four 
hours the former is collected on a weighed filter, washed 
with cold water, dried at 100°, and a weighed portion 
of it ignited in a glass tube, one end of which is sealed, 
whilst the other is drawn out into a point; by this pro- 
cess the oxalate of cobalt is reduced to metal. Whilst 
the tube is still red-hot the point is sealed with the 
blow-pipe, and the tube weighed when cold. 


68. MANGANESE AND COBALT, OR NICKEL * 

For the merely approximate separation, the oxides 
are precipitated by carbonate of soda, the precipitate 
dissolved in an excess of acetic acid and the cobalt or 
nickel precipitated from the solution by sulphuretted 
hydrogen, when manganese remains dissolved. The 
solution of the chlorides or of the sulphates may also 
be mixed with acetate of soda, and the nickel or cobalt 
precipitated by sulphuretted hydrogen. 

Or the solution is mixed with considerable chloride 

* Black cq|>alt-ore (earthj ore of cobalt) is a compound of prot- 
oxide of cobalt with binoxide of manganese. Moreover, almost 
every variety of manganese-ore contains small qnantities of cobalt 
for the detection of which tlie residues of the preparation of chlo- 
rine may be used. 
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of ammonium, satarated with ammonia, and the man- 
ganese precipitated by phosphate of soda. After igni^ 
tion the precipitate consists of 2MnO, PO^. 

A more accurate, but still not absolute separation, 
may be effected by neutralizing the solution of the 
chlorides with ammonia, precipitating the metals by 
sulphide of ammonium, and mixing the solution with 
an excess of wy dilute hydrochloric acid, when the 
sulphide of manganese is dissolved with great facility, 
whilst the sulphides of nickel or cobalt remain undis- 
solved. 

This method of separation is perfectly exact if the 
sulphides be used which were formed at a high tempe- 
rature. The oxides are precipitated at a boiling heat 
by carbonate or hydrate of soda, the precipitate ignited 
and weighed, and then heated to dull redness in a cur- 
rent of sulphuretted hydrogen, in a porcelain boat, 
placed in a porcelain tube. When cold, the porcelain 
boat is put into very dilute hydrochloric acid, which 
dissolves the manganese only, and leaves the sulphide 
of cobalt or nickel behind. The conversion of the 
oxides into sulphides may likewise be effected by 
fusing them in a porcelain crucible with 3 times their 
weight of carbonate of soda and as much sulphur, 
after which the mass is treated with dilute hydrochloric 
acid. 

Or nitrite of potassa is added to the concentrated 
solution of the three metals, which precipitates the 
cobalt as in No. 65. Acetate of soda is added to the 
filtered solution, and chlorine gas passed into it, when 
all the manganese is precipitated as superoxide. The 
nickel and iron remain in solution, but the cobalt is 
precipitated with the manganese. 
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69. METEORIC IRON. 


Iron of meteoric origin can be recognized by the 
following peculiarities : — 

I. Some meteoric iron contains olivine, which may 
be detected by the eye, also gold-colored sulphuret of 
iron. 

II. In certain kinds, especially on the oxidized sur- 
face, yellowish, pliable laminae of a metallic lustre may 
be observed ; they are phosphide of nickel and iron 
(Schreibersite). 

III. Some kinds are passive, t. c, they do not reduce 
copper from a solution of neutral sulphate of copper. 

IV. If a freshly filed, ground and polished surface 
be immersed for five or ten minutes in dilute nitric 
acid, peculiar, mostly crystalline delineations (Wid- 
mannstätten's figures), or microscopic parallel lines 
or bright points, make their appearance in most kinds, 
thus imparting to the surface a peculiar lustre when 
viewed in a certain direction. 

V. All meteoric iron, when dissolved in hydrochloric 
acid, leaves a black, pulverulent residue, whilst in most 
cases a trace of sulphuretted hydrogen is developed, 
derived from an admixture of sulphide of iron. On 
examining this residue (previously washed and dried) 
under a magnifying power of from 50 to 100, in most 
cases crystalline particles of metallic lustre, and fre- 
quently also well-defined magnetic prisms of metallic 
lustre, are observed, consisting of phosphide of iron, 
phosphide of iron and nickel, and sometimes also 
chrome-iron and graphite; in addition to these also 
transparent, partly colorless, partly colored grains of 
quartz, olivine and other minerals. 

VI. Every specimen of iron of undoubted meteoric 
origin contains as characteristic constituents, nickel, 
cobalt and phosphide of iron and nickel. The amount 
of nickel varies between 2 and 20 per cent. ; the cobalt 

10 


110 METEORIC IRON. 

rarely amounts to 1 per cent., and the insoluble residue 
usually amounts to 8 per cent. 

In order to detect the nickel, the hydrochloric solu- 
tion is first saturated with sulphuretted hydrogen in 
order to precipitate traces of copper and tin, which 
occasionally occur ; the protochloride of iron is then 
converted into sesquichloride by heating the solution 
nearly to boiling, and adding small quantities of chlo- 
rate of potassa. The solution is then mixed with an 
excess of ammonia, when all the sesquioxide of iron 
is precipitated, whilst most of the nickel remains dis- 
solved. When the amount of nickel is rather large, 
the filtered liquor is more or less blue. Sulphide of 
ammonium precipitates from it black sulphide of nickel. 

Or the solution is neutralized with carbonate of soda, 
acetate of soda added and boiled, when the iron with 
only a trace of nickel is preqipitated, the nickel and 
cobalt remain in solution. 

In order to detect the phosphoric acid contained in 
the sesquioxide of iron, it is dried and ignited with an 
equal weight of carbonate of potassa and soda, and 
the alkaline phosphates extracted with water. The 
solution is then supersaturated with acid and the phos- 
phoric acid precipitated by ammonia and sulphate of 
magnesia. 

In order to obtain the amount of phosphorus con- 
tained in the blapk residue left on dissolving meteoric 
iron in hydrochloric acid, it is finely powdered, mixed 
with about half its weight of nitrate of potassa and 
then with an equal weight of carbonate of soda, and 
ignited; the mass is then extracted with water and 
treated as above. The oxidized, residue is dissolved 
in hydrochloric acid and the nickel detected as above. 

In quantitative analyses the iron is separated from 
the nickel and cobalt, either by succinate of ammonia, 
or by carbonate of baryta, see No. 25. The phosphoric 
acid is contained in both precipitates. Cobalt and 
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nickel are separated by cyanide of potassium as in 
No. 65. 


70. THE PLATINUM METALS AND ORB. 

1. Platinum. — Only fusible in the oxybydrogen 
flame. Density when fused is 21.15. Free from iri- 
dium it is very soft and malleable. Soluble in aqua 
regia. The reddish-yellow solution gives with the 
salts of ammonium and potassium a crystalline lemon 
yellow precipitate, NH,Cl-fPtCl, andKCl+PtCla. 
The former ignited forms a gray platinum sponge, and 
the latter, fused with common salt, crystallized platinum. 

2. Palladium. — In color, lustre, and malleability, 
similar to platinum. Difficultly fusible, but more 
easily than platinum. Density 11.8. Heated in the 
air it is colored steel-gray, and in the flame of a gas 
burner becomes rusty, and uniting with carbon becomes 
brittle. Soluble in cold nitric acid without disengage- 
ment of gas. Its oxides are Pd^O, PdO, and PdOj ; 
they are black and reduced without a flux. 

In aqua regia it gives a dark-brown solution of per- 
chloride. By evaporation it becomes a dark-brown 
deliquescent protochloride Pd 01. Iodide of potassium 
added to this solution forms a blackiodideof palladium, 
Pdl, and cyanide of mercury a yellowish-white cyanide 
of palladium Pd Cy. 

Ammonia throws down a flesh-red crystalline precipi- 
tate PdCl + NHy forming a colorless solution if an 
excess of ammonia is added. Hydrochloric acid gives 
in this solution a lemon-yellow crystalline precipitate 
==N. PdHj+Cl, which leaves, after ignition, the gray 
metal. If one and a half times the weight of the metal 
of chloride of potassium be added to the solution of 
palladium in aqua regia, and evaporated to dryness, a 
dark red crystalline Pd Clj+KCl is formed, insoluble 
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in alcohol, scarcely soluble in water, a means by 
which the commercial palladium, iron, and copper may 
be separated. 

3. Iridium. — More fusible than platinum. Specific 
gravity = 21.15. In its isolated form it is unacted on 
by any of the acids, or by aqua regia, unless alloyed 
with platinum. To obtain the metal in the separate 
state the powdered alloy is intimately mixed with an 
equal weight of finely powdered chloride of sodium, 
and the mixture heated to dull redness in a glass tube 
through which a current of dry chlorine is passed so 
long as it is absorbed. The resulting dark-red solu- 
tion of double chlorides gives, with chlorides of am- 
monium and potassium in a hot solution, a black pre- 
cipitate of NH, Cl-*-Ir Clj, or KOI -fir 01,. 

If the 'metal is fused with nitrate of potassa at a 
strong red heat, or with caustic potassa and chlorate 
of potassa, it is converted into a black sesquioxide, 
mixed with potassa. The pulverized metal heated to 
redness oxidizes in the air. 

4. Ehodium. — More infusible than platinum. After 
fusion it has a specific gravity 12.1. Malleable. If 
heated to redness in the form of a powder in the air, 
it oxidizes. Insoluble in aqua regia. It is obtained 
as a soluble double salt if gently ignited in a stream 
of chlorine, if pulverized and mixed with chloride of 
potassium, or chloride of sodium. Both double salts 
(2KCl-f EjClg) are easily soluble in water, also the 
ammonium salt. They are insoluble in alcohol. They 
form dark-red crystals. Potassa added to their solu- 
tions, and then alcohol, a black precipitate of rhodium 
is formed. The pulverized metal fused for some time 
with a large excess of bisulphate of potassa, and until 
the free acid is driven oflF, forms a mass soluble in 
water. If chloride of potassium and hydrochloric 
acid are added to this solution and evaporated, it be- 
comes rose-red. 
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5. Ruthenium. — Still more infusible than the pre- 
ceding metals. Sp.gr. = 11.3. Brittle. Pulverized and 
heated in the air it is oxidized, fused with hydrate of 
potassa and saltpetre or chlorate of potassa, it forms 
ruthenite of potassa, KO, Ru O,, forming with water 
a yellow solution. Neutralize this solution with nitric 
acid, and a black sesquioxide is thrown down, which 
is easily reduced in hydrogen gas. The double chlo- 
ride of ruthenium and potassium, KG1+ Ru Olj is easily 
soluble in water, but insoluble in alcohol. The red 
solution js not precipitated by potassa and alcohol in 
the cold. If a stream of chlorine gas is-conducted into 
a solution of ruthenite of potassa ruthenic acid is ob- 
tained^ which is very volatile, of a yellow color, with 
a strong odor, difficultly soluble in water, and soon 
changing to black. 

6. Osmium. — This metal alone is infusible in the 
strongest oxy hydrogen flame, but forms a bluish me- 
tallic mass with sp. gr. = 21.4 It volatilizes at the 
highest temperature. It is obtained with all these 
properties, if sulphide of osmium is heated in a strong 
coke fire, in a close covered graphite crucible. It may 
be prepared in the crystalline form by fusing the pul- 
verized osmium with six or eight times its weight of 
tin in a graphite crucible, slowly cooled, and the tin 
dissolved by hydrochloric acid. Or it is obtained as 
a bluish-black powder mass, when chloride of ammo- 
nium is added to a solution of osmiate of potassa or 
ammonia, evaporated to dryness, and the mass heated 
in a porcelain retort until the chloride of ammonium 
begins to volatilize ; heating this with water, the osmium 
remains. 

The smallest quantity of osmium on platinum fijil, 
held in the flame of a spirit lamp, becomes brilliant, 
and imparts the characteristic odor of osmic acid. 
Osmium, heated in a slow stream of oxygen, forms 
osmic acid. It is also formed by oxidizing with nitric 
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acid. It is very volatile, condenses in colorless crys- 
tals, soluble in water, with a very pungent odor ex- 
tremely irritating and deleterious to the eyes and 
organs of respiration. If passed in the vapor form 
with hydrogen through a glass tube heated to redness, 
it is reduced to a mirror of metallic osmium. The 
solution heated with sulphurous acid becomes violet. 
Potassa precipitates a black oxide containing potassa, 
and easily reduced by hydrogen. The solution be- 
comes yellow with potassa and ammonia. The osmiate 
of potassa is deep yellow crystalline. Its solution 
mixed with alcohol precipitates dark red crystalline 
osmite of potassa KO, Os O,. If chloride of ammo- 
nium is added to this last solution, a pale yellow crys- 
talline salt of ammonium and osmium is precipitated, 
which, after it is ignited in a current of hydrogen, 
leaves metallic osmium. 

Both the chlorides of osmium are volatile. The 
protochloride, OsOl, is green, the bichloride, OsClj,is 
dark red. The double chloride, K CI + OSOI3, forms 
dark-brown octahedrons, giving a yellow solution in 
water. 

PLATINUM ORE. 

(Platinum with small quantities of Iridium, Palla- 
dium, Rhodium, Osmium, Ruthenium, Iron and Copper.) 

The commercial platinum ore usually contains grains 
of sand, of osmium, iridium, and often of gold. In 
order to find the latter the mass is digested in rather 
dilute aqua-regia, until scales of gold are no longer 
visible. The solution is then poured off from the 
undissolved platinum, freed from nitric acid by eva- 
poration, diluted, oxalic acid added, and the gold pre- 
cijJitated by means of heat. It is washed, ignited, and 
weighed. 

The sand is determined in the following manner: 
A small quantity of borax is fused in a clay crucible. 
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SO that the sides may be covered with it, then eight 
grains of finely-divided silver are placed in it, and 
upon this two grains of platinum ore, which is covered 
with about ten grains of fused borax. The mixture is 
kept in a state of fusion for some time at a temperature 
sufficient to melt the silver. After cooling the regulus 
is freed from slag and weighed. All the sand is taken 
up by the slag and the metal by the silver. 

For analysis, ten grammes of the grains of real plati- 
num are picked out and dissolved at a boiling heat, in 
a mixture of five parts of fuming hydrochloric acid and 
one part of fuming nitric acid, in a retort connected 
with a receiver which is to be kept perfectly cold. 

Fig. 14. 


The acid is distilled oft' until the contents of the retort 
have acquired the consistence of a syrup. The mass 
becomes solid on cw)!ing; it is then dissolved in a 
small quantity of water and the clear solution carefully 
poured oft' from the residue. The acid which was dis- 
tilled over contains osmic acid, and is colored yellow 
by a portion of the solution which was mechanically 
carried over; it is poured back on the residue and 
again distilled, in order to complete the solution. 

Tbedistiliate containing osmic acid may be saturated 
with ammonia and the osmium separated as in No. 71. 
Or it is nearly saturated with hydrate of lime, mixed 
with an alkaline formate and boiled, when the osmium 
is reduced as a bluish-black powder, which is ignited 
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in a current of hydrogen when the osmium is obtained 
in the metallic state, and weighed. 

The platinum-solution is filtered off from the insolu- 
ble residue, which is collected on a weighed filter and 
washed. It,, consists of irid-osmine, and is farther 
treated as in No. .71. 

The solution is evaporated to dryness, the mass 
heated to 150° in order to convert the chloride of 
iridium into sesquichloride. It is then dissolved in a 
little water containing a few^ drops of hydrochloric 
acid, mixed with a concentrated solution of chloride 
of ammonium, the precipitate filtered off^ washed with 
a solution of chloride of ammonium, and then with 
alcohol. The doubfe salt, when dried, is ignited with 
the filter, a few crystals of oxalic acid being placed in 
the crucible to facilitate the reduction. 

The platinum and iridium thus obtained are weighed, 
again dissolved in dilute aqua- regia, and the iridium 
which remains filtered off) washed, and ignited in a 
stream of hydrogen. 

The filtrate from which the double chloride of plati- 
num and ammonium was precipitated, is concentrated 
by evaporation, boiled with concentrated nitric acid 
to decompose the chloride of ammonium, saturated 
with chlorine gas until the solution of chloride of 
iridium has a brownish-red color. It is then com- 
pletely evaporated to dryness on a water-bath, the mass 
pulverized and treated with alcohol of 80 per cent., 
filtered and washed with alcohol until it flows through 
colorless. This solution contains all the iron and cop- 
per which are determined by themselves. 

The insoluble salt, which contains besides the os- 
mium and ruthenium, all the platinum metals, is washed 
with a weak solution of chloride of ammonium until 
the reddish solution becomes colorless. This solution 
contains all the rhodium and palladium. It is evapo- 
rated to dryness, ignited in a covered platinum-crucible, 
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and the metal reduced in a current of hydrogen. The 
weighed metal is digested with dilute aqua- regia, the 
solution which contains all the palladium with a little 
j7 rhodium, evaporated to dryness, a few drops of caustic 

< potassa added, and the palladium precipitated by a 

saturated solution of cyanide of mercury. The pre- 
cipitate is washed, dried, ignited in a stream of hydro- 
gen, and weighed as metallic palladium. 

The solution which contains the rhodium, is made 
slightly alkaline with soda, evaporatpd to dryness, the 
mass ignited to drive oflF the mercury and treated with 
water. The oxide of rhodium which remains undis- 
solved is added to that left from the solution of the 
palladium and ignited in hydrogen gas. 

The portion of the salt which contained the platinum 
aryi iridium, and which remained insoluble in the 
chloride of ammonium, is digested with a weak solu- 
tion of cyanide of potassium added gradually, until the 
color has changed to a light yellowish-brown, and is 
converted into a double salt of chloroplatinate of po- 
tassium and ammonium, which is washed with a so- 
lution of chloride of ammonium. By dissolving in 
boiling water it is obtained in dark yellow octahedral 
crystals. It is ignited, placing in the crucible near 
the close of the operation some crystals of oxalic acid, 
and the chloride of potassium extracted with water. 

The filtrate which contains the iridium is evaporated 
to dryness, ignited to drive off the chloride of ammo- 
nium, and finally fused with some 'nitrate of potassa. 
The sesquioxide of iridium containing the alkali 
which remained insoluble when treated with water, 
is well washed, reduced by hydrogen, and the alkali 
extracted with water. 
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71. IRIDOSMINE AND PLATINUM RESIDUES. 

I. Iridosmine occurs in small scales and mostly steel 
colored, extremely hard, and of sp. gr. 18 to 20. It is 
contained entirely in the residue in the solution of 
platinum, mostly in the form of very fine plates. Its 
composition is variable. Besides the two principal 
metals, it contains more or less rhodium and ruthenium, 
with small quantities of platinum, copper, and iron. 
It is insoluble in^qua regia. 

The osmium may be extracted for the most part 
from the variety made up of very fine grains* or pow- 
der by roasting. The ore is placed in a porcelain tube 
heated to redness, and a slow stream of air or oxygen 
gas passed over it. The end of the porcelain tube 
passes into a well-cooled receiver, from which the 
osmic acid is conducted into a solution of caustic 
potassa. 

The fine pulverulent variety is mixed with an equal 
weight of common salt, and a stream of moist chlorine 
passed over it, in a porcelain tube heated to redness, 
and then treated as in No. 71, II. 

In order to pulverize the coarse grained kind, it is 
fused with six times its weight of pure zinc, in a cru- 
cible placed in a second crucible and surrounded by 
charcoal powder, well covered and heated to redness 
for half an hour and to a white heat for two hours 
until all the zinc is volatilized. The iridosmine is left 
in the form of a glistening friable sponge. 

From this sponge the osmium may be volatilized by 

* A species in form of a very heavy gray salt, and probably ob- 
tained from the dressing of the gold sands of California, contains 
etiil more gold and mach chloride of silver, which must be ex- 
tracted by concentrated ammonia before it is made ase of. 

Species containing sand must be purified by fasing with carbo- 
nate of soda and treating the mass with water. 
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heating in the oxy hydrogen flame, the iridium contain- 
ing ruthenium and rhodium will be fused. 

The pulverulent iridosmine is easily separated by 
fusing in a silver crucible with caustic potassa and 
chlorate of potassa. It is heated carefully in the be- 
ginning on account of the frothing, but finally to red- 
ness. The mass is treated with water, until dissolved, 
and then left in a high closed vessel until it has settled 
clear. The deep yellow solution of osmiate and ru- 
theniate of potassa are drawn off clear by means of a 
syphon, and the black residue, consisting of oxides of 
rhodium and iridium treated again in the same manner 
with water. From the yellow solution ruthenium is 
precipitated as a black oxide by carefully neutralizing 
with nitric acid. It is reduced by means of hydrogen. 

The solution containing osmium is made alkaline 
with potassa, alcohol added and heated, whereby the 
osmium is precipitated as a black oxide containing 
potassa. It is ignited in hydrogen and the potassa 
removed by water. 

The oxide of iridium is reduced by heating in hydro- 
gen, washed, intimately mixecT with an equal weight 
of fused chloride of sodium, and gently ignited in a 
current of chlorine, until the gas passes off unabsorbed 
in excess. The resulting double chloride is dissolved in 
water, the solution concentrated and mixed with an ex- 
cess of a hot saturated solution of chloride of potassium, 
■^hen the iridium is precipitated as a black crystalline 
double chloride. It is then washed with a saturated 
solution of chloride of potassium. (It may also con- 
tain some of the ruthenium salt precipitated at the 
same time. In order to extract this the metal is fused 
with caustic and chlorate of potassa.) 

The solution which contains the rhodium and the 
ruthenium is concentrated, formate of soda added and 
boiled, when all the rhodium is precipitated. The 
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filtrate is acidified with hydrochloric acid, and the 
ruthenium precipitated by pure zinc. 

The following method may be used for the analysis 
of iridosmine. Two grains of the substance, in a fine 
powder, are intimately mixed with six grains of per- 
oxide of barium and two of nitrate of baryta* in a close 
covered silver crucible, and heated to redness for about 
two hours. The unfused mass is taken from the cru- 
cible, treated with water, and hydrochloric acid added 
until it dissolves. It is then mixed with nitric acid, 
and gently boiled until the smell of osmic acid is no 
longer perceptible.f It is then carefully evaporated 
to dryness, dissolved in hot water, the liquid decanted 
from the. iridosmine, which has been somewhat acted 
upon. 

The baryta in the solution is precipitated by sulphu-- 
ric acid, and after it has completely settled, and the 
liquid become clear, it is filtered. 

About eight grammes of pure chloride of ammonium 
are mixed with the yellowish-red solution, evaporated 
to dryness, and a small quantity of chloride of ammo- 
nium mixed with alcohol added to the mass, the salt 
of iridium filtered off* washed as at first, with a solu- 
tion of chloride of ammonium, then with weak and 
afterwards strong alcohol. The dried salt, together 
with the filter, is placed in a covered platinum cru- 
cible and very gradually and carefully heated to red- 
ness, the filter then thoroughly burned, and the metal 
reduced by conducting hydrogen gas into the crucible 
or holding a piece of carbonate of ammonia in it 
while heated. 

* These two prodncts shoald be very accaratelj weighed, in 
order to determine beforehand the exact quantity of salphuroas 
acid necessary to precipitate the baryta. The nitrate of baryta 
must be decrepitated. 

t The osmic acid may be driven off in a retort and absorbed by 
a solution of ammonia. 


PLATINUM RESIDUES. 121 

The ruthenium is combined with the iridiunk They 
are separated, as already stated, by fusing with caustic 
and chlorate of potassa. 

The rhodium is contained in the remaining solution 
of chloride of ammonium. It is heated with a large 
excess of nitric acid, evaporated to a small quantity, 
placed in a weighed porcelain crucible, evaporated to 
dryness, and the salt, heated to redness, is reduced by 
conducting a stream of hydrogen upon it. 

The iron, copper, baryta, and alumina (the last from 
the peroxide of barium) are separated by alternate 
treatment with hydrochloric and nitric acids. 

The solution is neutralized with carbonate of soda, 
and the palladium precipitated by a solution of cyanide 
of mercury. The yellowish-white cyanide of palla- 
dium having settled, it is filtered off, washed, and ig- 
nited, when metallic palladium is left behind. 

The filtered solution is boiled with hydrochloric acid 
until it has assumed a red tint, and the hydrated oxide 
of rhodium is then precipitated by caustic potassa. By 
ignition in hydrogen it is reduced to the metallic state. 

From the solution which contains the rhodium and 
palladium both metals may also be precipitated by 
pure zinc, with the, addition of hydrochloric acid, the 
precipitate washed, and the palladium extracted by 
nitric acid, in which the rhodium is insoluble. 

If the rhodium be not reduced by formic acid, the 
solution obtained with bisulphate of potassa might also 
be mixed with formate of soda and boiled, when pal- 
ladium is separated in the metallic state. If both be 
reduced, the palladium could be extracted from the 
mixture by means of nitric acid. 

II. PLATINUM-RESIDUES. 

There are two kinds. The kind A is that which 
remains insoluble when large quantities of platinum 
11 
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ore are dissolved ; the kind B is obtained as a precipi- 
tate by iron in the last mother liquor from the prepa- 
ration of platinum. 

A. This residue is formed of grains and scales of irid- 
osmine, together with pulverulent iridium with very 
small quantities of palladium, rhodium, and platinum, 
mixed with titanic iron, chromic iron, and sand. These 
last three sometimes amount to 70 or 80 per cent., and 
also contain traces of chlorides of silver and gold. To 
extract the precious metals a variety of methods are 
employed. 

The coarse granular kind is broken and ground as 
finely as possible, to reduce the grains of the iron ores 
to powder. It is then levigated with water, when most 
of the irid-osmine is separated in larger grains and 
scales. 

1. The levigated black powder is intimately mixed 
with about its own bulk of decrepitated and finely- 
powdered chloride of sodium, the mixture introduced 
into a porcelain or glass tube, and gently ignited in a 
slow current of undried chlorine-gas until the latter 
commences to pass through the tube unabsorbed. 

The other end of the tube dips into a well cooled, 
tubulated receiver from the tubulure of which a gas- 
tube conducts the excess of chlorine into milk of lime. 

By this process sodio-chlorides of iridium and of 
osmium are formed. The greater portion of the latter 
is decomposed by the moisture of the chlorine-gas, and 
the osmic acid formed from it partly sublimes in the 
receiver, and is partly conducted into the hydrate of 
lime. 

The residue in the tube, when cold, is treated with 
water, and is at last washed with hot water. 

The dark yellowish-red solution of iridium filtered 
off from the iron ore is mixed with concentrated nitric 
acid and distilled, when osmic acid passes over, dis- 
solved in water. The liquid thus very much concen- 
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trated, is, whilst still. hot, mixed with a saturated solu- 
tion of chloride of potassium, when, on cooling, a great 
portion of the iridium separates in the form of crystal- 
line black chloride of iridium and potassium, which is 
filtered oflf and several time« washed with solution of 
chloride of potassium. 

The remaining solution is mixed with crystallized 
carbonate of soda in excess, evaporated to dryness, the 
mass gently ignited in a crucible, and when cold 
washed with hot water, which usually acquires a yellow 
color, owing to the presence of an alkaline Chromate. 

The black powder which is left undissolved, consists 
of a compound of sesquioxide of iridium with soda, 
contaminated with sesquioxide of iron. It is reduced 
by being gently heated in a current of hydrogen. 
Water then extracts caustic soda, and the iron is 
removed by digestion with hydrochloric acid. On 
digesting it, after this treatment, with some very dilute 
nitro-hydrochloric acid, a small amount of platinum is 
usually extracted, which may then be precipitated 
with chloride of ammonium. 

The iridium in the first solution maybe precipitated 
by chloride of ammonium instead of chloride of potas- 
sium. When the black perchloride of iridium and am- 
monium is washed with a solution of chloride of ammo- 
nium, and then digested with a solution of cyanide of 
potassium, it is completely dissolved if it is free from 
platinum, as a protochloride. If it contains platinum, 
there remains undissolved a light brown residue, soluble 
in hot water, which crystallizes in dark yellow octa- 
hedrons. This salt has the composition expressed by 
the formula (NH^ K) 01 + Pt OL. 

Or the chloride of iridium and ammonium or potas- 
sium is melted in a porcelain crucible with one and a 
half times its weight of cyanide of potassium, the mass 
dissolved in a little water, filtered, an excess of acetic 
acid added to decompose the free cyanide of potassium, 
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heated to boiling (whereby red sesqui-cyanide of rho- 
dium may be precipitated), and the platinum precipi- 
tated by sulphate of copper. The violet precipitate, 
a mixture of double cyanide of platinum and copper, 
and of double cyanide of iridium and copper, is washed 
with hot water and then boiled with caustic baryta. 
The cyanides of platinum and of barium, very solu- 
ble in hot water, but scarcely soluble in cold, may be 
easily separated from the colorless and more soluble 
salts of iridium by crystallization. 

The iridium reduced by hydrogen and freed from 
iron, may contain rutheniunoTand rhodium. To extract 
the first it is fused with caustic potassa and chlorate of 
potassa, and afterwards to extract the latter with bisul- 
phate of potassa. {See No. 70.) 

The sesquioxide of iridium from the metal obtained 
by the calcination of the double chloride of ammonium, 
may be brought to a coherent mass by a strong pres- 
sure, and heating to a white heat ; it is then placed in 
a burnt lime crucible, and fused by an oxyhydrogen 
jet. 

The metal may be extracted from the osmic acid by 
the process given in No. 70. 

A single treatment of a platinum residue is not 
generally sufficient, but it must be repeated several 
times. 

2. The minerals mixed with the platinum metals 
are separated by fusing the residues with a flux, and 
lead, which dissolves the noble metals. The platinum 
residue is mixed with (not more than 300 or 400 
grms. at a time) an equal weight of granulated lead, 
and one and a half times its weight of litharge, and 
melted in a crucible with a thick bottom, until com- 
pletely fused. It is stirred from time to time with an 
earthenware rod to unite the grains of metal, the cru- 
cible is taken from the fire (before the oxide of lead 
has penetrated it), gently struck a few times and left 
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to cool. The lead button formed is freed from slag, 
and dissolved in moderately strong hot nitric acid. 
The platinum metals remain in the state of a black 
powder, and as grains and scales. They are then 
treated as above. 

In the lead solution which may contain palladium, 
the lead is precipitated by sulphuric acid. It is then 
evaporated to dryness, the mass again dissolved in a 
little water, and the palladium precipitated by cyanide 
of mercury. 

Another good flux for this operation^ which attacks 
the crucible less, is a mixture of fluorspar and an- 
hydrous gypsum of equal equivalent weights (I pt. 
CaF, and 1.7 pt. CaO, S03), 1 pt. of platinum residue, 
1 pt. granulated lead, and 2 pts. of flux. 

3. The platinum residue is fused with an equal 
weight of caustic potassa and twice its weight of nitrate 
of potassa, in an iron crucible, finally heated to redness 
with frequent stirring. The mass is poured out, coarsely 
powdered, hot water added, mixed with one-tenth al- 
cohol, and boiled until completely decomposed. By 
this means the osmate of potassa is changed to osmite, 
the ruthenite of potassa completely decomposed with 
separation of black oxide of ruthenium. The washed 
black residue is mixed with the liquid from the coarse 
heavy grains and scales not acted upon, which are 
fused for the second and third time with potassa and 
nitrate of potassa, until at last only oxide of iron re- 
mains. 

The clear alkaline solution from the osmate of 
potassa is drained off' by means of a syphon from the 
black residue, and this again washed with hot water ^ 
containing alcohol. The black mass, which still con- 
tains much osmium, is placed in a tubulated retort, 
with a funnel tube, and to this a receiver is placed, 
wiiich, with large quantities, is united to some Woulfe's 
bottles by large tubes filled with a mixture of alcohol 
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and solution of caustic potassa. Concentrated hydro- 
chloric acid is gradually poured through the funnel- 
tubC; and, after the first reaction has ceased, the distil- 
lation is continued with aid of heat, as long as osmic 
acid passes over. It is then, with very careful man- 
agement on account of the injurious action of the vapor 
upon the respiratory organs and eyes, dissolved in the 
solution of potassa, the fluid added to the alkaline so- 
lution obtained after the fusion of the ore with caustic 
potassa and nitrate of potassa, and the whole evapo- 
rated until crystals of red osmate of potassa are 
formed. The rest of the osmium can be precipitated 
in the mother liquor by chloride of ammonium. {See 
No. 70.) 

The dark brownish-red solution in the retort is eva- 
porated to dryness, the mass again dissolved in hot 
water, and the solution mixed with a hot saturated 
solution of chloride of potassium in large excess. The 
iridium, platinum, rhodium, and ruthenium are pre- 
cipitated as double salts insoluble in the solution, and 
washed with a saturated solution of chloride of potas- 
sium. The iron and palladium remain undissolved. 

Residue, B. It is brownish-black, earthy, and rich 
in rhodium, but contains much silica, alumina, gypsum, 
iron, &c. To separate these impurities it may be fused 
with lead and litharge, or with several times its weight 
of carbonate of soda. In the latter case the mass is 
first washed with hot water, digested with hydrochlo- 
ric acid, and then treated as the other residue. 


72. THALLIUM. 


I. This element was discovered by Crookes in 18ßl, 
in a seleniferous deposit from a sulphuric acid manu- 
factory in the Hartz. The name is derived from 0axx6$, 
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"green," because its existence was first recognized by 
an intense green line, appearing in the spectrum of a 
flame in which thallium was volatilized. It was at 
first suspected to be a metalloid, but further examina- 
tion proved it to be a true metal. It was first obtained 
in a distinct metallic form by Oroökes towards the 
end of the year 1861, and about the same time Vy 
Lamy, who prepared it from a deposit of the lead 
chamber of M. Kuhlmann, of Lille, 

Thallium is very widely diflused as a constituent of 
iron and copper pyrites, though it never constitutes 
more than the 4000th part of the bulk of the ores. It 
also occurs in some specimens of blende and calamine, 
sulphide of cadmium, native sulphur; in bismuth, mer- 
cury, and antimony ores, and in the manufactured pro- 
ducts from these. It is also found in some specimens of 
lepidolite and mica, and in certain brines, äs those of 
Nauheim, in which it was found associated with chlo- 
rides of caseium and rubidium. 

II. The easiest mode of extracting the metal consists 
in treating the thalliferous dust deposited in the flues 
of the sulphuric acid works before they enter the 
chaniber, with an equal weight of boiling water, draw- 
ing off the clear liquor, and treating the undissolved 
portion again in like manner. The clear liquids are 
next mixed with a large excess of strong hydrochloric 
acid, by which a precipitate of impure chloride of 
thallium is obtained. This is then washed, pressed, 
and decomposed by treating it with an equal weight 
of concentrated sulphuric acid. The acid sulphate of 
thallium thus obtained is dissolved in about 20 parts 
of water, filtered, and again precipitated as tolerably 
pure chloride by the addition of hydrochloric acid in 
excess. The precipitate is washed, pressed, and again 
converted into sulphate by adding about two-thirds 
of its weight of oil of vitriol and heating until all the 
hydrochloric acid is expelled ; a dense liquid is thus 
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obtained, wbich as it cools solidifies to a white mass 
of acid sulphate of tballiurn. This is dissolved in about 
ten times its weight of hot water, filtered, and allowed 
to crystallize. It may be purified by recrystallization, 
and if the solution be decomposed by metallic zinc, 
or by the voltaic battery, pure thallium is abundantly 
a\id easily obtained. It may be melted in an iron 
crucible heated over a gas flame, maintaining a current 
of coal gas through the crucible to prevent oxidation. 

Thallium and its compounds are most easily and 
certainly detected by spectral analysis. The spectrum 
is characterized by a single bright green line coinci- 
dent with Ba, >. It is, however, usually perceptible 
for but a moment, and its intensity and duration do 
not safely indicate the amount of thallium present in 
sulphides, flue-dust, &c. 

To find thallium in native sulphur the latter is 
mostly dissolved by sulphide of carbon, and the residue 
examined as above. In pyrites, flue dust, and sul- 
phuric-acid chamber sediment, it may be usually de- 
tected at once by the spectroscope. • The sublimate 
obtained by strongly heating finely pulverized sul- 
phides in a closed glass tube often gives the reaction 
when none can be obtained from the substance itself. 

III. Thallium is a heavy metal resembling lead in 
its physical properties. Its specific gravity is 11.81 
to 11.91. The freshly-cut surface of the metal has a 
bluish-white lustre resembling zinc, which quickly tar- 
nishes in the air, a thin film of oxide being formed. 
It is soft, malleable, and may be pressed into wire, 
though its tenacity is weak. It produces a streak on 
paper like graphite. It melts if heated in oxygen, 
and burns with an intense green flame. It combines 
directly with chlorine, bromine, iodine, sulphur, and 
phosphorus. It is very soluble in nitric and sulphuric 
acids, but the action of hydrochloric is slow even when 
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hot, owing to the insolubility of the chloride. It forms 
alloys with most of the metals. 

Thallium forms two oxides — a protoxide and a 
sesquioxide. Both the oxides dissolve readily in acids, 
forming definite crystallizable salts, soluble in water ; 
there are also a few insoluble salts obtained by double 
decomposition. 

IV. Detection. 

1. In the dry way, — The most characteristic property 
of thallium is the intense green color which the metal 
or any of its compounds communicates to a colorless 
flame. This color examined in the spectroscope appears 
as one intensely brilliant and sharp green line. The 
spectral reaction is very delicate, the five-millionth part 
of a grain of the sulphate being sufficient to produce 
it. Thallium salts when ignited generally fuse below 
redness, and then volatilize; some of them, however, 
as the sulphate and phosphate, will stand a bright red 
heat without change : the chlorides, on the other hand, 
distil over with vapor of water. On charcoal before 
the blowpipe they volatilize, giving an intense green 
color to the flame. 

2. In solution, — Salts of the protoxide are for the 
most part colorless, unless the acid itself is colored. 
They are mostly soluble in water, neutral to test paper, 
and have a slight metallic taste. Their aqueous solu- 
tion is rapidly precipitated in metallic crystals by zinc, 
and slowly by iron. Hydrosulphuric acid added to a 
solution of a protoxide salt containing a weak acid, 
such as carbonic or acetic, separates the whole of the 
metal in the form of a deep brown sulphide; from 
solutions of the peroxide salts of the stronger acids, 
such as the sulphate or nitrate, hydrosulphuric acid 
precipitates nothing if the acid is in excess, and only 
a small portion of the metal if the solution is neutral. 
Sulphide of ammonium precipitates peroxide salt com- 
pletely, the precipitated sulphide being insoluble in 
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sulphide of ammonium, in caustic alkalies, their car- 
bonates and cyanides, and only slightly soluble in 
acetic acid. Hydrochloric acid and soluble chlorides 
precipitate a difficultly soluble white chloride ; hydro- 
bromic acid and bromides precipitate a white nearly 
insoluble bromide ; and hydriodic acid and iodides an 
insoluble yellow iodide. Alkalies and alkaline car- 
bonates produce no change in salts of the protoxide ; 
phosphate of soda gives a white precipitate, nearly in- 
soluble in ammonia, easily soluble in acids. Chromate 
of potassa gives a yellow precipitate of Chromate of the 
protoxide. Bichloride of platinum precipitates a very 
pale yellow insoluble double salt. 

From these reactions it appears that in examining 
a mixed metallic solution, according to the ordinary 
method of qualitative analysis thallium will be found 
in the precipitate thrown down by sulphide of ammo- 
nium, together with iron, nickel, manganese, &c. From 
these metals it may be easily separated by precipitat- 
ing with iodide of potassium, or bichloride of platinum, 
or by reduction to the metallic state by zinc. Iodide 
of potassium is — next to the spectral reactions — the 
most delicate of all tests for thallium. 

3. Salts of the sesquioxide are easily distinguished 
from those of* protoxide by their behavior with alkalies, 
and with soluble chlorides or bromides. Their solu- 
tions give, with ammonia, and with fixed alkalies and 
their carbonates, a brown, gelatinous precipitate of 
sesquioxide, containing the whole of the thallium. 
Hydrochloric acid and soluble chlorides or bromides 
produce no precipitate in solutions of pure salts of the 
sesquioxide ; but if any protoxide is likewise present 
a sesquichloride or sesquibromide is formed. Chro- 
mate of potassa produces no precipitate, except in a 
solution of sulphate. 

V. Estimation and separation. — Thallium, when it 
occurs in solution as a salt of the protoxide, is most 
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conveniently estimated as protiodide. Til, in which 
state it is obtained by precipitation with iodide of po- 
tassium. The precipitate is quite permanent in the 
air, and at the temperature of which it is sveighed. It 
is but very slightly soluble in water, insoluble — or 
nearly so — in saline solutions, alcohol of 92 per cent., 
and aqueous ammonia; but perceptibly soluble in 
water containing free acids or fixed alkalies. On mix- 
ing the hot ammoniacal solution of a protoxide salt with 
iodide of potassium, the thallium iodide separates im- 
mediately as a curdy precipitate, which, after standing 
for several hours, may be collected on a weighed filter, 
and washed with alcohol ; or, if this is inadmissible 
with ammonia, it is then dried at 115°, and weighed — 
it contains 49.40 per cent, thallium. 

Thallium may also be estimated in the form of pro- 
tosulphate, but not quite so exactly as by the method 
just described. The sulphate bears a dull red heat 
without perceptible volatilization, but is volatilized at 
a bright red heat. Thallium ia very completely pre- 
cipitated from solutions of thallium salts by chloride of 
platinum ; but the precipitated chloroplatinate is trou- 
blesome to manage, as it is very finely divided, and is 
apt to run through the filter when washed with water 
or alcohol. 

In solutions of peroxide salts the thallium may be 
estimated by reducing the peroxide to protoxide salts 
with an alkaline sulphite, and then precipitating with 
iodide of potassium; or by precipitating the thallium 
with ammonia as sesquioxide, and collecting the pre- 
cipitate on a weighed filter. The separation of protox- 
ide from peroxide salts may be effected, at least in the 
case of the chlorides or sulphates, by first precipitating 
the sesquioxide with ammonia, and then throwing 
down the remaining portion of thallium from the hot 
dilute filtrate with iodide of potassium. The separa- 
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tion may also be effected by cbloride of platinum, 
whicb precipitates only the protoxide salt. 

The method of precipitation with iodide of potas- 
sium serves also to separate thallium from most other 
metals, the solution being first mixed with an alkaline 
sulphite to insure the reduction of any peroxide salt 
that may be present to the state of protoxide salt. If 
copper is present the iodide of potassium will throw 
down copper as well as thallium iodide ; but by treat- 
ing the washed precipitate with ammonia, in contact 
with the air, copper will be dissolved out, and 
the thallium will remain as iodide of thallium. The 
separation of copper from thallium may also be effect- 
ed, though not so exactly, by precipitating the copper 
with sulphuretted hydrogen in an acid solution. The 
same method serves also to separate thallium fromlead 
and silver. The precipitated sulphides are apt, how- 
ever, to curry down small quantities of sulphide of 
thallium. 

Small quantities of thallium often occur in bismuth 
minerals, and preparations are made from them, espe- 
cially the carbonate. To detect the thallium, the dilute 
solution of the substance is mixed with a slight excess 
of carbonate of soda and a small quantity of cyanide of 
potassium, then gently warmed and filtered. If the 
bismuth compound contained only 1 pt. of thallium in 
100,000, the addition of a few drops of ammonium- 
sulphide will produce a dark-brown precipitate of 
sulphide of thallium, which gradually collects together 
and may be further examined by the spectroscopic 
method. From carbonate of bismuth, thallium may. 
be easily dissolved out by digestion with cyanide of 
potassium, less completely with carbonate of soda. 

Volumetric Estimation, 

Thallium may be estimated vol u metrically with per- 
manganate of potassa in the same manner as iron. 
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For this purpose it must be in the state of a chloride, 
or of a protoxide-salt mixed with hydrochloric acid, 
and the solution must not contain more than 1 gramme 
of thallium in 500 c.o. ; the permanganate solution 
must be more dilute than for the estimation of iron. 
The titration of the permanganate may be made with 
pure iron, with thallium, or with a protoxide-salt (the 
alum, for example); 2 at. iron (112 pts.) correspond to 
1 at. thallium (204 pts.), inasmuch as the protochloride 
HCl is converted by oxidation into a trichloride, HCI3, 
so that 1 at. thallium takes up the same quantity of 
oxygen as 2 at. iron. The solution of the protoxide 
salt, diluted as above mentioned, is mixed with a few 
drops of hydrochloric and a few drops of sulphurous 
acid, and heated to the boihng-point to expel the 
latter ; then left to cool, and mixed with the perman- 
ganate. 


73. INDIUM. 

This metal was discovered in 1863 by Messrs. Beich 
and Richter, in the zinc blende of Freiberg. It has 
been investigated since that time by Mr. Clement 
Winckler, from whose work we borrow the follow- 
ing :— 

The zinc obtained from the Freiberg blende contains 
0.045 per cent, of indium, as well as small quantities 
of lead, iron, arsenic, and cadmium. It was by the aid 
of ammonia, in which the oxide of indium is entirely 
insoluble, that Beich and Bichter separated the indium 
from the zinc. This process, which is excellent, be- 
cause the oxide of indium is insoluble in the ammonia, 
has the inconvenience of being much too expensive, 
on account of the large quantities of the reagent it is 
necessary to employ. 
12 
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I. — Separation of the Indium. 

a. By means of Zinc. — The granulated zinc is 
dissolved in dilute sulphuric or hydrochloric acid, 
taking care to leave a small quantity of zinc not dis^ 
solved. The solution is heated to the boiling point, 
and kept there until no trace of gas is discernible. A 
spongy, metallic substance is obtained in this way, 
consisting mostly of lead, and which contains, also, 
arsenic, iron, cadmium, and all the indium of the ori- 
ginal zinc, if care has been taken to leave in the liquid 
an excess of zinc. It can be shown that all the indium 
is precipitated by testing the filtered liquid with am- 
monia, adding enough to dissolve the precipitate 
formed, filtering and examining the residue with the 
spectroscope. 

b. By means of Acetate of Soda. — This method 
of separation depends upon the tendency of the indium 
to form basic salts, a property which belongs to it as 
much as to the oxide of iron. It is applicable for so- 
lutions containing indium and chloride of zinc. 

A little sulphuric acid is added to the solution, if 
it does not already contain it. It is then neutralized 
with carbonate of soda until the liquid remains cloudy. 
Acetate of soda is then poured upon it, and boiled for 
some time. A precipitate is thus formed of basic sul- 
phate of indium, together with iron and a little oxide 
of zinc, which is filtered and washed. It is preferable 
to decant it on the filter, the precipitate being gelatin- 
ous, and quickly filling the pores of the filter. 

c. By the means of Cakbonate of Babyta. 

The oxide is completely precipitated, even when cold, 
from its solution by the carbonate of baryta ; the liquid 
should be acidulated by either nitric or hydrochloric 
acid. It is mixed when cold with carbonate of baryta 
recently precipitated, stirred for some time, and then 
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the mixture allowed to stand ; all the indium will be 
precipitated with a little oxide of iron, but free from 
oxide of zinc. 

II. — Purification of Indium, 

After having separated by one of the preceding 
methods the oxide of indium from the greater part of 
the zinc, the metal is then purified. Winckler recom- 
mends the use of the precipitate obtained by process a. 

This sponge is dissolved in nitric acid, and the 
greater part of the lead separated by the aid of sul- 
phuric acid. Hydrosulphuric acid is passed into the 
filtrate until the lead, cadmium, arsenic, &c., are com- 
pletely precipitated. 

The hydrosulphuric acid is driven off by boiling. 
The iron is oxidized by adding chlorate of potassa and 
precipitated by ammonia. The greater part of the 
zinc remains in solution, the precipitate of oxide of 
iron and oxide of indium contain very little of it. 

After washing, the precipitate is dissolved on the 
filter in warm dilute acetic acid, and the whole of the 
indium is precipitated, at the same time a little of the 
iron and zinc by the hydrosulphuric acid: 

It is very difficult to separate all the iron and the 
zinc, even by repeating the process ten times. 

In order to obtain absolutely pure indium it is better 
to employ the precipitate obtained by the carbonate 
of baryta. The ii^on in this case should be in the state 
of protoxide, because the peroxide of this metal is pre- 
cipitated by the carbonate of baryta. 

The sulphur of impure indium is dissolved in dilute 
hydrochloric acid. It is heated in order to drive off 
the hydrosulphuric acid dissolved in the liquid, and a 
solution is obtained which contains iron in the state of 
protochloride. 

After cooling, a sufficient quantity of carbonate of 
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baryta is added, and is left to digest for twenty-four 
hours — stirring it frequently. 

The precipitate which contains all the indium is 
carefully filtered and washed, while the whole of the^ 
iron and zinc are found in the liquid. 

The precipitate is decomposed by sulphuric acid, 
which gives some sulphate of baryta and some sulphate 
of oxide of indium, from which the ammonia precipi- 
tates entirely pure oxide of indium. 

in. — Preparation of Metallic Indium. 

The oxide of indium is heated to a low temperature 
in a porcelain crucible, into which a current of hydro- 
gen is passed. A little indium is always lost, on 
account of the volatility of the metal. If the gas is 
passed slowly at first, in such a manner that it does 
not burn between the cover and the crucible, very little 
of the indium is lost, and the current of gas can then 
be increased without fear of carrying off much of the 
metal. The crucible is left to cool in the current of 
gas, and little metallic globules are obtained at the 
bottom of the vessel. In order to unite them in one 
mass fused cyanide of potassium is added — heated to 
redness — and the union of the globules is aided by 
inclining the crucible in different directions. 

The mass is freed from the cyanide of potassium, 
which adheres to it, by washing with hot water. 

IV. — Properties of Indium, 

The^olor of indium is similar to that of platinum, 
has marked metallic characteristics, and is much sof- 
ter than lead — can be easily separated into thin lami- 
nae — it marks paper — it does not tarnish on exposure 
to the air— it is soluble in dilute hydrochloric and 
sulphuric acid ; but, when in contact with concentrated 
sulphuric acid, is given off sulphurous acid. Nitric 
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acid oxidizes it rapidly. Heated to redness it vola- 
tilizes and burns with a violet flame, which deposits 
a yellow coating on the sides of the crucible. Its 
specific gravity at 15^ is equal to 7.362. Its equiva- 
lent, according to Winckler, is 35.9. 

V. — Combinations of Indium. 

The oxide (In O) seems to be the only combination 
with oxygen. It is honey-colored, and transparent 
when it is prepared by the calcination of the hj^drate : 
heated it becomes brown. 

The calcined oxide is slightly soluble in acids when 
cold ; dissolves rapidly in them when heated. 

The salts of indium are white. Zinc precipitates 
indium from its solution in the form of brilliant scales. 

The hydrate of oxide of indiuni forms a bulky, 
white precipitate, which resembles aluminum, and 
yields like this metal a horny mass when dry. It is 
completely insoluble in ammonia, potassa, and soda. 

The carbonate and phosphate of indium are white. 

In the solutions of oxides of indium the yellow fer- 
rocyanide of potassium gives a white precipitate. The 
red ferridcyanide and sulphocyanide of potassium, 
gallic acid, and Chromate of potassa give no precipi- 
tate. 

The oxalate of indium is crystalline 

The Sulphate gives imperfect crystals. 

The nitrate crystallizes with difficulty in an aqueous 
solution. 

The very acid solutions give small prisms joined in 
bundles. 

The sulphide of indium is separated in the form of 
a yellow gelatinous precipitate, which, when dried, 
gives hard and brittle fragments. The presence of 
acids prevents the precipitation of indium by hydro- 
sulphuric acid; it is not the same with the sulphide of 

12* 
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ammonium. The precipitate obtained by this last re- 
agent is insoluble when cold in an excess of sulphide of 
amrikonium : it dissolves, on the contrary, when heated 
in this liquid. By cooling the sulphide is precipita- 
ted ; but it is white in this case, and is probably a 
hydrate. 


74. TELLURIUM ORE. 

The Transylvania powdered ore contains graphic 
and foliated telluriura-ore ; i. e., the tellurides of gold, 
silver, lead, and sulphide of tellurium, mixed with 
various other minerals. 

In order to remove a great portion of the gangue, 
the finely-powdered ore is mixed with dilute hjrdro- 
chloric acid, with which it is left in contact until no 
farther disengagement of carbonic acid takes place, 
the whole being frequently agitated by stirring. It is 
then washed and dried. Various methods can be 
used to extract the tellurium and to recover at the 
same time the noble metals. 

I. The ore is dissolved in nitro-hydrochloric acid, 
with the precaution, however, that the nitric acid is 
only gradually added, and in such quantities that it 
may all be decomposed. When the mass has become 
completely white, and all the nitric acid has been ex- 
pelled by heat, some sulphuric and tartaric acids are 
added, the former to insure the complete precipitation 
of the lead and the decomposition of the tellurite of 
lead, the latter to prevent the precipitation of tellurous 
acid; after this, about twice its bulk is added to the 
mass. When completely cold, the solution is filtered 
off and the residue washed. The latter consists of 
quartz, heavy spar, sulphate of lead, and a small quan- 
tity of chloride of silver, which may be extracted by 
ammonia. 
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From the solution the gold is precipitated by a con- 
centrated solution of sulphate of protoxide of iron* 
When the metal has subsided, it is washed and ignited. 

The liquor filtered off from it is considerably con- 
centrated by evaporation in a flask, allowed to cool, 
and mixed with a solution of an alkaline sulphite, 
when the tellurium is precipitated as a gray powder. 
After standing for twelve or twenty-four hours it is 
filtered off, and washed, first with dilute sulphurous 
acid, and then with water. The solution must be 
made strongly acid in every case to insure the com- 
plete precipitation of the tellurium. 

Gold and tellurium may also be precipitated together 
by an alkaline sulphite, and the latter metal then ex- 
tracted by means of nitric acid. The filtered liquid is 
again evaporated to a small bulk, and mixed with an 
alkaline sulphite, when, in most cases, a farther quan- 
tity of tellurium is obtained. 

II. The ore, freed from most of the gangue by 
means of hydrochloric acid, is intimately mixed with 
twice its weight of bisulphate of potassa ; 4 to 6 times 
its quantity of bisulphate of potassa is then fused in a 
capacious Hessian crucible at a gentle heat, and into 
the fusing salt the above-mentioned mixture is intro- 
duced by small portions at a time, waiting between 
each addition, until the frothing of the mass has sub- 
sided. When this has ceased, and a sample of the 
mass being taken out appears quite white, the fused 
mass is poured off from the gold, which has settled at 
the bottom of the crucible. The remainder of the salt 
is then washed out of the crucible with hot water con- 
taining sulphuric acid, and the gold collected. 

The mass which was poured off is then dissolved in 
this water, with a farther addition of sulphuric acid, 
the solution filtered off from the sulphate of lead, &c., 
and then the silver precipitated by means of hydro- 
chloric acid. 
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The filtered solution is concentrated by evaporation, 
and the tellurium precipitated by sulphurous acid. 

The tellurium thus obtained is not quite pure. In 
order to purify it, it is distilled in a tube of hard glass, 
at a stnjng red heat, in a current of hydrogen. The 
traces of lead and copper remain behind as tellurides, 
and a slight mixture of selenium is carried oft' by the 
gas. 

Tellurium containing selenium may be easily sepa- 
rated from it completely by fusing it for some time in 
hydrogen gas. If the two are in solution they are 
precipitated by sulphurous acid and the selenium, 
separated by a solution of cyanide of potassium, in 
which it is soluble. The tellurium remains undissolved. 
Selenium is precipitated from this solution by acids. 

The pulverulent tellurium may be fused easily into 
a button, if covered with a mixture of 9 parts of chlo- 
ride of potassium and 7 parts of chloride of sodium. 

Accurate quantitative analyses of pure graphic tel- 
lurium and foliated tellurium are best made by means 
of chlorine gas, as in the case of tetrahedrite. Tellurium 
is volatilized in this process as chloride of tellurium ; 
it requires, however, a very wide tube, on account of 
its being very bulky. 

From the telluride of bismuth (tetradymite) of 
Schemnitz, in Hungary, the tellurium is best obtained 
by the following process: The finely-divided ore is 
intimately mixed with S times its weight of ignited 
cream of tartar, and exposed to a moderate red heat 
in a covered crucible during one hour, when all the 
tellurium is converted into telluride of potassium, and 
the bismuth separated. The cold mass is reduced to 
powder, thrown on a filter, and completely washed 
with cold water which has been freed from air by 
boiling. The dark-red solution of telluride of potas- 
sium passing through the filter, when exposed to the 
air, soon deposits all the tellurium in the form of 
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a gray powder. This method is not applicable to 
graphic and foliated tellurium ore. It is very useful, 
however, for the extraction of pure tellurium from the 
crude tellurium of Vienna, which contains copper, iron, 
lead, antimony and arsenic. For this purpose, also, a 
mixture of 4 parts of dry carbonate of soda and 1 part 
of powdered coal may be used ; 2 parts of this mixture 
are taken for 1 part of the finely pulverized metal ; 
coarsely powdered coal is placed in the bottom of the 
crucible, the mass pressed down upon this and then 
covered with the same kind of coal. 

The tellurium in the filtrate can be separated from 
coal, &c., by using an excess of hypochlorite of soda. 
After long digestion with this reagent,J.he mixture is 
heated gradually to ebullition, the chloric acid decom- 
posed by evaporation with hydrochloric acid, and then 
the tellurium precipitated by sulphurous acid. 


75. NATROLITE,* THOMSONITE,t &c. 

The amount of water is determined by igniting a 
weighed quantity of the material, which has previously 
been dried at 100°. 

The finely-divided, unignited mineral, dried at 100, 
is mixed in a porcelain dish with moderately strong 
hydrochloric acid, and digested with it, with constant 
stirring, until completely converted into a gelatinous 
mass, and all the mineral is dissolved. 

This mass is then evaporated to complete dryness, 
being carefully stirred, in order to render the silica 

* AljOg, 3 SiOj, NaO, 2 HO. 

t AljO^ SlOj, (tCaO+^NaO), 2J HO. 
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insoluble; the evaporation is best effected, at least 
towards the end, in the water-bath. 

The remaining salt mass is moistened with hydro- 
chloric acid, after some time a little hot water is poured 
upon it, and the silica filtered off, washed with hot 
water, dried, carefully ignited and weighed. 

From the filtered solution the alumina is precipitated 
by sulphide of ammonium, and treated as in No. 16. 

When the zeolite contains sesquioxide of iron, the 
alumina is colored more or less black or greenish- 
black by sulphide of iron. The iron is separated from 
it as in No. 21. 

The solution filtered from the alumina is evaporated 
to a small bijjk, in a' dish, transferred to a weighed 
platinum crucible, and carefully evaporated to dryness. 
The saline mass is gradually heated till the sal-ammo- 
niac is volatilized, and finally heated to redness, the 
cover being loosely placed upon the mouth of the cru- 
cible. The residue is chloride of sodium. 

The silicic acid obtained in the decomposition of a 
silicate, especially if it separate rather in a pulverulent 
than a gelatinous state, must always be examined as 
to its purity, since it may sometimes contain other con- 
stituents of the mineral, especially alumina, or even 
portions of the undecomposed mineral itself. 

Pure silicic acid must entirely dissolve in a boiling 
solution of carbonate of soda. An insoluble residue 
indicates an impurity, which should be filtered off and 
examined. It is preferable, however, to fuse such 
silicic acid with 3 parts of carbonate of potassa and 
soda, and to treat it as in No. 79 or 80. 

Silicic acid, if perfectly pure, when dissolved in 
hydrofluoric acid, in a platinum capsule, entirely dis- 
appears on evaporation. Should there be any residue, 
it is again treated with hydrofluoric acid, afterwards 
with concentrated sulphuric acid, evaporated to dry- 
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ness, and examined. It sometimes consists of, or con- 
tains titanic acid. 


76. ILVAITE * 

The finely-powdered mineral is moistened with a 
suitable quantity of water, in a porcelain capsule, some 
concentrated hydrochloric acid and a little nitric acid 
added, and the whole heated to complete gelatinization. 
The mass is then evaporated to perfect dryness on a 
water-bath, during which operation it is frequently 
stirred. 

The dry mass is moistened with concentrated hydro- 
chloric acid, then dissolved in chlorine water, the 
silicic acid filtered ofi) and treated in the usual man- 
ner (No. 75). 

From the solution, diluted with the washing-water, 
the sesquioxide of iron is precipitated by ammonia, 
the precipitate allowed to subside in a covered vessel, 
and rapidly filtered off; the solution should first be 
passed through the filter, which is kept covered, as 
far as possible, to prevent absorption of carbonic acid. 
The precipitate is washed by means of the wash-bottle 
arranged for the purpose, dried, ignited, and weighed 
as sesquioxide of iron. 

The filtrate from the sesquioxide of iron is acidu- 
lated with hydrochloric acid, concentrated by evapo- 
ration, in a fiask, mixed with ammonia, the lime pre- 
cipitated by oxalate of ammonia, and treated as in 
No. 12. 

The mineral contains about 1.5 per cent, of protox- 
ide of manganese, and 0.5 per cent, of alumina, both of 

* The compact yarietj from Elba is not rare. It may also be 
obtained artificially by fusing together 6 parts of forge-scales, 3 
parts of fine white qnartz-sand, and 1^ parts of calcined marble, at 
& strong white heat. 
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which are contained in the precipitated sesquioxide of 
iron, and must be separated from it as in Nos. 21 and 
25. 

About 1.5 per cent, of water is also present as an 
unessential constituent; its quantity may be ascer- 
tained by ignition in a covered crucible. 

In order to ascertain directly the relative amounts 
of protoxide and sesquioxide of iron, the process de- 
scribed in No. 24 must be followed. 


77. CHRYSOLITE (OLIVINE). 
2 (MgO, FeO), SiO,. 

The very finely-powdered mineral is decomposed 
by digestion with concentrated hydrochloric acid, the 
mass dried upon the water-bath, moistened with con- 
centrated hydrochloric acid, and, after some time, 
mixed with water and filtered from the separated 
silica. 

Small amounts of copper and tin, which are con- 
tained in many specimens of olivine, are detected and 
separated by mixing the solution with saturated sul- 
phuretted hydrogen-water, until it smells strongly, 
and allowing it to stand for some time in a closed 
vessel. 

The solution filtered from the precipitate is concen- 
trated by evaporation, some chlorate of potassa being 
added to peroxidize the iron. 

The sesquioxide of iron may be precipitated by an 
excess of ammonia, and the magnesia separated from 
it by boiling the solution until all the free ammonia 
is expelled, when the sesquioxide of iron remains, and 
may be filtered off. 

This filtrate contains, besides magnesia, a small quan- 
.tity of protoxide of manganese and protoxide of nickel. 
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which latter is wanting only in the olivine of meteoric 
iron. These are precipitated by sulphide of ammo- 
nium, an excess of which is, as far as possible, to be 
avoided. The precipitate is not to be filtered off until 
it has separated so as to leave the solution perfectly 
clear ; it may then be washed with very dilute sulphide 
of ammonium. If both metals are present only in 
small quantities, the sulphide of manganese may then 
be separated from the sulphide of nickel by treating it, 
upon the filter, with very dilute hydrochloric acid, in 
which the sulphide of nickel is, practically, insoluble. 
The small quantity of sulphide of nickel is then ignited 
in the air, and weighed as protoxide. The manganese is 
precipitated from the solution by carbonate of soda, at 
a boiling heat. 

The liquid filtered from the precipitate produced by 
sulphide of ammonium, is mixed with ammonia, and 
the magnesia precipitated by phosphate of soda (No. 6). 

In the analysis of olivine, the iron, when converted 
into sesquioxide, may also be separated from the other 
bases by succinate of ammonia (No. 21). 


78. DATOLITE. 
(3 CaO, 3H0, BO3) SiO^. 

For the determination of water, a weighed quantity 
of the mineral is heated to bright redness. 

If the unignited mineral, in a finely-powdered state, 
be digested with moderately strong hydrochloric acid, 
it becomes a gelatinous mass. If the mixture be heated 
to boiling, and filtered while hot, boracic acid separates 
from the solution in crystals. 

The finely-powdered mineral is decomposed by di- 
gestion with hydrochloric acid, and the mass evaporated 
to dryness, when a great part of the boracic acid is 
18 
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volatilized ; after exposure for a considerable time to 
a temperature of 100°, the residue is heated with water 
containing hydrochloric acid, the silicic acid filtered 
off) washed, dried and ignited. 

The filtrate is neutralized with ammonia; and the 
lime precipitated by oxalate of ammonia (No. 12). 

By this process the boracic acid cannot be deter- 
mined directly but only by diflference, because a large 
part of it volatilizes during evaporation. In order to 
make a direct determination, the mineral is decomposed 
by hydrochloric acid, or a retort furnished with a re- 
ceiver, distilled to dryness, and the distillate containing 
the boracic acid poured back upon the residue, with 
which it is digested for some time, and then filtered 
from the silicic acid. The lime is then precipitated 
by a large excess of oxalate of potassa, filtered, and 
the filtrate concentrated by evaporation. From this 
the boracic acid is precipitated as a double fluoride of 
boron and potassium. For this purpose it is placed in 
a platinum dish with a little potassa, then mixed with 
a small excess of hydrofluoric acid, and evaporated to 
dryness. For the separation of the other salts, the 
mass is treated with a moderately concentrated solution 
of acetate of potassa, allowed to stand for some time, 
and the double fluoride of boron and potassium thrown 
upon a weighed filter, and washed with the solution of 
the acetate. The acetate of potassa is then washed out 
with alcohol. The double fluoride is dried at 100° 
and weighed. 


79. ULEXITB. 

NaO, 2B0O3+2 (CaO, 2B0O3) + 18H0. 

After determination of the water the mineral is dis- 
solved in hydrochloric acid, neutralized with ammonia, 
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and the lime precipitated by oxalate of ammonia. The 
filtered solution is concentrated by evaporation, and 
the boracic acid separated as in No. 78 as a double 
fluoride of boron and potassium. 

For the determination of the soda another portion is 
dissolved, the lime precipitated by oxalate of ammonia, 
the filtrate evaporated to dryness, and heated lo drive 
ofl' the ammoniacal salts. The mass is then digested 
with strong hydrofluoric acid, evaporated to dryness, 
digested with concentrated sulphuric acid, and evapo- 
rated to drive ofif the fluoride of boron. The sulphate 
of soda is finally ignited, a piece of carbonate of am- 
monia being held in the crucible. 


80. ORTHOCLASE. 
KO,SiO,+Aip3,3SiÖ,. 

I. The very finely -powdered and levigated mineral, 
dried at about 200°, is very intimately mixed, in a 
capacious platinum crucible, with 4 or ö parts of car- 
bonate of baryta ; the crucible is then inclosed in an 
earthen crucible^ which is placed in a wind-furnace 
with a good draught, and exposed for at least half an 
hour to an intense white heat, so that the contents may 
be firmly aggregated into a cinder-like mass. The 
decomposition takes place more rapidly, and with 
greater certainty, when the crucible is exposed to a 
blowpipe flame, so that the mass fuses completely. 

Or the mineral is mixed, in a silver crucible, with 
4 parts of hydrate of baryta, previously freed by heat 
from its water of crystallization, and the mixture heated 
to fusion. 

The mass is then turned out of the crucible into a 
capacious dish, a quantity of water poured over it, and 
hydrochloric acid gradually added in slight excess, 


148 ORTHOCLASK. 

until, with the aid of a gentle digestion, it is com- 
pletely decomposed and dissolved, with exception of 
some gelatinous silicic acid which is separated. The 
whole solution is then evaporated to perfect dryness, 
in order to render the silicic acid insoluble, the eva- 
poration being conducted towards the last upon a 
water-bath, with constant stirring. 

The saline mass is afterwards moistened with hydro- 
chloric acid, a proper proportion of water added, and, 
after digestion, the silica filtered oflT, washed, thoroughly 
dried, ignited, and weighed in a covered crucible. 

From the solution the baryta is precipitated by 
gradual and cautious addition of dilute sulphuric acid, 
a great excess of which is to be carefully avoided ; the 
sulphate of baryta is then filtered ofif and washed. {JSee 
No. 3.) 

The filtrate is concentrated, if need be, by evapora- 
tion, the alumina precipitated by sulphide of ammo- 
nium, and treated as in No. 16. 

The liquid filtered from the alumina is evaporated 
to dryness, and the dry mass ignited to expel the am- 
moniacal salts. This process requires so much the 
more care, to avoid spirting, the more sulphate of am- 
monia it contains, in consequence of the careless addi- 
tion of sulphuric acid. 

At the end of the operation, in order to convert any 
alkaline bisulphate into neutral sulphate, a fragment of 
carbonate of ammonia is held in the covered crucible. 

The residue is sulphate of potassa, and is weighed 
as such. Should soda also be present in the mineral, 
the residue must be treated as in No. 4. 

Another method consists in precipitating most of 
the baryta from the original solution by gradually 
and cautiously adding dilute sulphuric acid; the rest 
of the baryta, together with the alumina, is then pre- 
cipitated by a mixture of carbonate of ammonia and 
free ammonia, added in slight excess. 
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After twenty-four hours, the precipitate is filtered 
off, washed, the alumina (together with the baryta) 
extracted by dilute hydrochloric acid, precipitated by 
freshly-prepared sulphide of ammonium, and rapidly 
washed, with as little exposure to air as possible. 

The liquid containing the alkali, filtered off from 
the precipitate produced by carbonate of ammonia, is 
concentrated by evaporation, acidified with hydro- 
chloric acid, evaporated to dryness, and the saline mass 
heated in a covered crucible ultimately to redness ; the 
residue is chloride of potassium (or chloride of sodium). 
It must be tested for baryta with sulphuric acid, since 
carbonate of baryta is not absolutely insoluble, and 
would have been converted into chloride of barium by 
ignition with salammoniac. 

II. A second method of decomposing feldspar is that 
with hydrofluoric acid. The levigated mineral is placed 
in a platinum dish, or in a capacious platinum crucible, 
mixed with a suitable quantity of fuming hydrofluoric 
acid, and digested with it to complete decomposition. 

Or the mineral may be spread out in a shallow plati- 
num capsule, moistened with water, and exposed for a 
long-time to the vapor of hydrofluoric acid, in an ap- 
propriate leaden vessel closed with a lid. The hydro- 
fluoric acid is evolved from powdered fluor-spar, which 
is placed at the bottom of the vessel, moistened with 
concentrated sulphuric acid, and gently heated. 

The mineral is however most easily decomposed by 
fluoride of ammonium. One part of the mineral is 
mixed with about six parts of the fluoride with a little 
water, digested for some time and then raised to a low 
red heat. 

When the decomposition of the feldspar is com- 
pleted, the mass is gradually and cautiously mixed 
with pure concentrated sulphuric acid, and evaporated, 
slowly and carefully, to dryness. All the fluorine and. 
silicon are thus expelled, and after the volatilization ot 

15* 


150 GARNET. 

the excess of sulphuric acid, the bases remain as sul- 
phates. 

The dry mass is moistened with concentrated sul- 
phuric acid, and after a little time mixed with water, 
m which, if the decomposition be complete, it should 
entirely dissolve. 

, From this solution Ihe alumina and alkalies are 
separated as directed above. 

A small quantity of iron, which is frequently present, 
is to be sought in the alumina. 

In the analysis of a feldspar containing lime (labra- 
dorite, anorthite), the latter is precipitated, after the 
separation of the alumina, by oxalate of ammonia. 

When petalite and spodumene are analyzed by the 
above methods, a mixture of salts of soda and lithia is 
obtained at last, and must be analyzed as in the case of 
triphylline. 

III. Silicates are easily decomposed by acids, if 
melted to a glass with a small quantity of precipitated 
carbonate of lime in a platinum crucible before the 
gas blowpipe. One part of feldspar is mixed with 
0.4 parts of carbonate of lime. 

In order to find the amount of alkalies in silicates 
not easily decomposed by acids, they are mixed with 
five to six of carbonate of lime and about three-fourths 
chloride of ammonium and ignited, when the alkali 
may be extracted with water. 


81. PYROXENE, AMPHIBOLE, GARNET, IDOCRASE, 

EPIDOTE. 

Silcates of CaO, MgO, FeO, MnO and Al^O,. 

The very finely-powdered mineral must be decom- 
posed by fusion with four parts of carbonate of 
potassa and soda. 
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The mass is softened with water, dissolved in 
hj^drochlorio acid, the silica rendered insoluble by 
evaporation, as in the analysis of feldspar; the dry 
mass moistened with hydrochloric acid, and a little 
nitric acid, warmed, diluted, and the silicic acid 
filtered oflF. 

The solution is then neutralized by carbonate of 
soda, acetate of soda added and heated to boiling. 
The iron and alumina are precipitated, and may be 
separated by hyposulphite of soda, as in No. 21. 

The filtrate, which contains acetates of lime, mag- 
nesia, and manganese is Saturated while hot with 
chlorine gas, which precipitates the manganese. After 
ignition it is weighed as MnO, Mn^Og. If the fluid 
has been colored red by the formation of perman- 
ganic acid, ammonia is added, and then boiled until 
the color is destroyed. The lime and magnesia are 
separated in the filtrate as in No. 12. 

These and all similar minerals, not attacked by hy- 
drochloric acid, may likewise be conveniently decom- 
posed by hydrofluoric acid; in which case, however, 
the silica must be determined by loss. {See Ortho- 
clase.) 


82. BERYL. 

Befi,, 2 SiO,-f AlA» 2 SiO,. 

The very finely-powdered mineral, previously well 
dried, is fused in a platinum crucible with 4 times its 
weight of carbonate of potassa and soda {see No. 10) ; 
the mass is softened with water, digested with excess 
of hydrochloric acid until the decomposition is com- 
plete, and evaporated to perfect dryness to render the 
silica insoluble. The residue is moistened with hydro- 
chloric acid, and treated with warm water; the silica 
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is then filtered oflp, the solution concentrated by evapo- 
ration, and dropped very gradually, with constant stir- 
ring, into an excess of a warm concentrated solution 
of carbonate of ammonia, which precipitates the alu- 
mina, and dissolves the berylla (glucina). When the 
precipitate has been digested for some time with the 
solution in a closed vessel, the solution is filtered ofiF, 
boiled for a long time, until the greater part of the 
carbonate of ammonia is expelled, slightly acidified 
with hydrochloric acid, digested for some time to 
expel the carbonic acid, and the glucina finally pre- 
cipitated by caustic ammoitia. 

Pure glucina may be prepared in the following 
manner. The mineral is heated to redness, and then 
thrown into cold water, when it may be more easily 
pulverized. 7 parts of the powder are mixed with 
13 parts of finely-powdered fluor spar, and 18 parts of 
concentrated sulphuric acid, and warmed until no 
more fluoride of silicium is given off*. The mass is 
then gently ignited, digested for some time with water, 
and the sulphate of lime filtered oS. 2 parts of sul- 
phate of potassa are then added and the solution 
evaporated to crystallization, when the greater part of 
the alumina crystallizes as alum. Acetate of soda is 
then added to the solution, and by boiling the remain- 
der of the alumina and the sesquioxide of iron are 
precipitated. The glucina is precipitated from the fil- 
tered solution by ammonia. • 

If hyposulphite of soda precipitates alumina alone, 
and no glucina, in a neutral solution of the two bases, 
this method may be used for their separation.* 

* See Sillitnan*8 Journal, vol. xxzvi., Prof. C. A. J07 on Gla- 
ciuam and its Compound». 
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83. TOPAZ.» 

6 (3 A]fi,, 2 SiO^+(3Al,F3+2 SiFJ. 

At a very intense white heat, the topaz loses all its 
fluorine in the form of tetrafluoride of silicon. (23 per 
cent.) 

When fused, in the state of very fine powder, with 
4 times its weight of anhydrous carbonate of soda, it 
is decomposed, with formation of fluoride of sodium, 
which is extracted by water. Before filtering off the 
residual silicate of alumina, however, the solution should 
be digested with some carbonate of ammonia, in order 
to precipitate any small quantities of alumina and 
silica which may have been dissolved. 

The residue is then filtered off, washed with dilute 
carbonate of ammonia, and farther treated as in No. 75. 

The alkaline filtrate is concentrated and freed from 
ammonia by evaporation, and the greater part of the 
carbonate of soda neutralized by nitric acid, so that 
some carbonate may still remain undecomposed. The 
solution is then mixed with chloride of calcium, which 
precipitates a mixture of carbonate of lime and fluo- 
ride of calcium. When the precipitate has separated, 
by the aid of a gentle heat, it is filtered off, washed, 
and ignited. The carbonate of lime is then dissolved 
in dilute acetic acid, the solution evaporated to dryness 
on a water-bath to expel the excess of acid, and the 
acetate of lime extracted from the dry mass with hot 
water. The residual fluoride of calcium is filtered off, 
washed, dried, ignited, and weighed. If the precipitate 
of carbonate of lime and fluoride of calcium had not 
been ignited previously to the treatment with acetic 
acid, the fluoride would have entered the pores of the 
filter, and the filtrate would have been turbid. 

* Defective crystals of BrjziliaD topaz may freqaently be ob- 
tained at a cheap rate. 
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84. FLUORITE. 

CaP. 

A weighed quantity of the finely-powdered mineral 
is mixed, in a platinum crucible, with concentrated 
sulphuric acid, and heated until all the hydrofluoric 
acid is expelled/and the greater excess of sulphuric 
acid volatilized. The residual sulphate of lime is then 
mixed with alcohol, filtered off, washed with alcohol, 
ignited and weighed. Or.it may be dissolved in water 
containing hydrochloric acid, the solution mixed with 
ammonia, and the lime precipitated by oxalate of 
ammonia. 

The fluorine is determined from the loss. In order 
to estimate it directly, thedecomposition must be effected 
in a platinum retort, the vapors of hydrofluoric acid 
conducted into solution of carbonate of soda, and the 
fluorine precipitated from the solution by chloride of 
calcium, as in the analysis of topaz. 

Or the very finely-powdered mineral may be mixed 
with an excess — that is, with at least an equal weight — 

Fig. 15. 
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of finely-powdered silicic acid (that prepared from tetra- 
fiuoride of silicon is the best), the mixture introduced 
into an apparatus similar to that employed in alka- 
limetry, and the sulphuric acid, which must-for this 
purpose be very concentrated, allowed to flow upon it. 
With the aid of a gentle heat, tetrafluorideof silicon is 
formed, which is allowed to escape in the gaseous state 
through a tube filled with chloride of calcium; the 
last portions are withdrawn from the apparatus by 
sucking air through it, for which purpose, there is 
attached to the chloride-of-calcium-tube a small tube 
filled with fragments of moist hydrate of potassa, 
through which the air is drawn. The loss of weight 
expresses the amount of tetrafluoride of silicon which 
has been evolved. 


85. CRYOLITE» 
8NaF+Al,F3. 

The analysis may be made by means of concentrated 
sulphuric acid as in the case of fluorite. The fluorine 
is determined by the loss. For the direct determina- 
tion, the mineral is decomposed in a platinum retort, 
and the fluorine contained as fluoride of calcium, as 
with fluor-spar and topaz. The excess of sulphuric 

* This remarkable mineral is found in an immense deposit 80 
feet thick and 300 feet long in Greenland at the head of Arksat Bay, 
near Cape Farewell. It is often associated with crystals of galena, 
spathic iron, copper and iron pyrites, etc. 

The Pennsylvania Salt Company introduced to our country this 
yaluable material, and now prepare from it caustic soda, carbonates 
* and other salts of soda, sulphate of alumina, etc. 

One hundred pounds of cryolite yield 44 pounds dry caustic 
soda ; or 75 pounds dry carbonate of soda, 203 pounds crystallized 
carbonate soda ; or 119^ pounds bicarb, soda, and 24 pounds 
9f alumina. 
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acid is driven off by heat from the residue, which ia 
completely soluble on being digested in water, if the 
decomposition was complete: The alumina is precipi- 
tated by carbonate of ammonia. The filtered liquid 
is then evaporated to dryness, placed in a platinum 
crucible and carefully raised to a red heat with the 
precaution that nothing is thrown out from the crucible 
by the decomposition of the sulphate of ammonia. A 
small piece of carbonate of ammonia is held in the 
crucible and allowed to evaporate slowly. The residue 
is weighed as neutral sulphate of soda. 


86. ZIRCON. 
ZrOy SiO,. 

A carefully-selected specimen of zircon which has 
been ignited, and thus aeprived of color, is levigated 
to a very fine powder, and fused, at a good heat, in a 
platinum crucible, with 4 parts of anhydrous carbonate 
of soda. The mass is digested with water, which dis- 
solves the silicate of soda, and leaves a silicate of soda 
and zirconia as a crystalline powder; this is washed 
and decomposed by digestion with concentrated hydro- 
chloric acid. The mass is dried up in a water-bath, 
treated with water containing hydrochloric acid, the 
silica filtered off, and the zirconia precipitated by 
ammonia. 

If the zirconia contain any iron, the precipitate is 
digested with oxalic acid, which dissolves the sesqui- 
oxide of iron, leaving oxalate of zirconia, at least the 
greater part, undissolved. 

Or the precipitate may be treated with sulphide' 
of ammonium, to convert the iron into sulphide, 
the solution once more decanted, and the black 
precipitate treated with solution of sulphurous acid. 
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which irhmediately dissolves the sulphide of iron 
leaving the zirconia colorless. 9ov quantitative anal- 
ysis the solution containing zirconia and iron, after 
neutralization, is mixed with hyposulphite of soda, 
and heated until all the zirconia is precipitated free 
from iron. It is then ignited. 

For the preparation of zirconia in large quantities, 
the zirconia which has been heated to redness and 
cooled suddenly by cold water is broken up in an iron 
mortar, sifted and freed from iron by hydrochloric 
acid and the residuum fused with two or three times its 
weight of the fluorhydride of the fluoride of po- 
tassium. It is gently heated at first to drive off the 
water and afterwards when dry and hard, the 
temperature is raised until the mass is completely 
fused. It is then poured out, coarsely pulverized, 
and heated to boiling with a little water mixed 
with hydrofluoric acid. The solution of fluozirconate 
of potassium, which is very soluble in hot water 
filtered off" from the fluosilicate of potassium, the 
latter being washed with hot water. On cooling 
the salt crystallizes in fine prisms. It may be purified 
by recrystallization. Heated with sulphuric acid, it 
is converted into a double sulphate, which leaves 
after strong ignition pure zirconia mixed with sul- 
phate of potassa. 

The ignited zirconia is again rendered soluble 
by heating for a long time with concentrated sul- 
phuric acid, or with acid fluoride of ammonium. 
It is completely precipitated from a neutral solution, by 
a boiling saturated solution of sulphate of potassa, as a 
white pulverulent double salt. After boiling this 
precipitate is scarcely soluble in water or even in 
acids. 

The chloride of zirconium, Zr Cl^, can be prepared 
directly from zircon, as a white sublimate soluble 
in water, if the very finely levigated mineral with 
14 


several parts of pure sugar is ignited, and the mass, 
while hot, ioiroduced'into a tube of very hard glass, in 


■which it is heated to full redness, while a stream of dry 
chlorine gas is passed over it. The chloride of silicon 
passes off as gas, while the chloride of zirconium sub- 
limes in the cooler part of the tube. > 


87. CEEITE.* 

2 (CeO, LaO, DiO), SiO,4 HO. 

Ceriie, in fine powder, ia treated with concentrated 

sulphuric acid, with which it is" digested, until the 

high temperature produced by the combination has 

caused it to form a dry mass. 

Cold water is then poured over it, and the mix- 
ture allowed to digest, in the cold, until the sulphates 
are dissolved. The solution filtered from the silica, 

* Onlf to b« fonM In one locality — the miDs of Bantnäs, near 
Riddarbytta in Westinanland. May be obtaiaed Troia dealers io 
Minerals, or from StiMskbolm. 
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whicb must be concentrated by evaporation if too 
largely diluted by the washings, is mixed with a boil- 
ing saturated solution of sulphate of potassa, and 
allowed to cool. Cerium, lanthanum and didymium 
are thus precipitated as double sulphates, while iron, 
&c., remain dissolved. The precipitate is filtered 
oft* and washed with a saturated solution of sulphate of 
potassa. Crystalline crusts of sulphate of potassa are 
placed in the filtrate, and in this way the remainder of 
the double salt is precipitated. 

The precipitated salt is dissolved in the necessary 
quantity of boiling water, with the addition of some 
hydrochloric acid, and the bases precipitated from 
the hot solution by an excess of caustic potassa. 
(Ammonia precipitates basic salts.) Or the double 
salt is mixed with pure lamp-black and starch 
paste, covered with coarsely pulverized charcoal and 
heated to redness for one hour. 

The sulphide of potassium formed is completely 
washed out with water, the sulphide of cerium dis- 
solved in nitric acid, evaporated to dryness and ignited. 

After ignition, they appear as a cinnamon-brown 
powder. When converted into sulphates by diges- 
tion with concentrated sulphuric acid, they give, 
with water, a yellow solution, from which sulphate 
of potassa precipitates a lemon-yellow mixture of 
double salts. 

Another method of obtaining the oxide of cerium con- 
sists in precipitating the original sulphuric solution, 
while hot, with an excess of hydrate of potassa, wash- 
ing the precipitate, and digesting it with an excess of 
solution of oxalic acid, when the iron and lime are 
dissolved, and the oxide of cerium, &c., left as white 
oxalates, which are filtered oflf and washed. By igni- 
tion in air, they are converted into the brown oxides. 

There is at present no method of accurately sepa- 
rating these three oxides from each other. 
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The Hydrated Protoxide op Cerium is colorless, 
but oxidizes rapidly on exposure to air, and becomes 
yellow. It is obtained by igniting the carbonate or 
oxalate in a current of hydrogen, is bluish-gray, and 
oxidizes in the air to a yellowish-white compound of 
oxide and sesquioxide, or by beating to an orange-red. 
It is insoluble in nitric and hydrochloric acids, but 
soluble in sulphuric with a yellow color. 

The Sesquioxide of Cerium, in the pure state, is 
yellow, with a tinge of red ; when impure, it is brick- 
red. It is produced when the hydrate is ignited in 
air. The sesquioxide is soluble only in hot concen- 
trated sulphuric acid ; the solution has a fine yellow 
color. The hydrated sesquioxide is dissolved, in quan- 
tity, with a yellow color, by the alkaline bicarbonates, 
especially by bicarbonate of ammonia. The sesqui- 
oxide is insoluble in concentrated hydrochloric acid, 
but on addition of alcohol, it is dissolved in the form 
of protochloride. 

Oxide of Lanthanum is colorless; when heated 
with water, it is converted into the hydrate, which has 
an alkaline reaction. It is dissolved by a hot solution 
of chloride of ammonium, with evolution of ammonia. 
Its salts are colorless. The carbonate is insoluble in 
carbonate of ammonia. 

Oxide of Didymium, when ignited, is brown. 
When exposed to a white heat it assumes a dingy 
white color, with a tinge of green. It is soluble in 
acids; its salts have the color of amethyst, with a tinge 
of blue; with hydrate of potassa they yield a violet 
hydrate. The carbonate is insoluble in carbonate of 
ammonia. 

The ignited brown mixture of the three oxides is 
dissolved by hydrochloric acid, with evolution of 
chlorine. 

If the mixed hydrates, precipitated by potassa, be 
dissolved in nitric acid, the solution evaporated to 
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dryneaa, and ignited, a dark brown oxide is obtained, 
from which a part, at least, of the oxide of lanthanum 
may be obtained in a pure state. For this purpose, 
the finely -powdered oxide is mixed with water, to 
which nitric acid, free from nitrons acid, is added in 
single drops with continual agitation, in proportion as 
it is saturated. From the ültered solution, at a boiling 
heat, carbonate of ammonia precipitates carbonate of 
oxide of lanthanum in shining, crystalline scales. 

When the oxides precipitated by potassa are mixed 
with a concentrated solution of potassa, and the latter 
saturated with chlorine gas, and frequently agitated, 
the cerium is converted into an insoluble yellow com- 
pound of the sesquioxide, while didymium and lantha- 
num, together with some cerium, are dissolved aa 
protochlorides. The yellow sesquioxide of cerium is 
digested still longer with chlorine-water, filtered off, 
washed, and digested with dilute potassa to remove 

Fig. 17. 


hypoohloroua acid ; any potassa which it has taken up 
is then extracted by dilate nitric aoid. The solution 

14* 
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of the protochlorides (of didymium and lanthanum) is 
again precipitated by potassa, and the precipitate 
treated a second time with potassa and chlorine-gas. 

The oxide of cerium can be obtained nearly pure if 
the mixed oxides are first treated with dilute and then 
with concentrated nitric acid, which dissolves out the 
lanthanum and didymium. The solution is evapo- 
rated, the salt ignited, and the oxide again treated with 
very dilute nitric acid. The oxide of cerium remains 
undissolved. 

From the solution the didymium and lanthanum 
are precipitated by ammonia and dissolved in sul- 
phuric acid. If the dried mixture of salts is dissolved 
in water until it is saturated at ö° or 6°, and this solu- 
tion heated to 30°, the sulphate of the oxide of lantha- 
num separates, while the didymium remains in solu- 
tion. By repeating the operation both salts may be 
obtained in a pure state. The salt of lanthanum is 
colorless, and that of didymium dark rose-red. 

Another method of approximate separation is the 
following. The cerite is decomposed by sulphuric 
acid, the mass lixiviated, the solution purified with 
sulphuretted hydrogen, an excess of hydrochloric acid 
added, and the cerite oxides precipitated by oxalic 
acid. The precipitate is washed by decantation, dried 
and mixed with half its weight of magnesia alba and 
some water, rubbed together, and dried in a porcelain 
dish, the bottom of which is heated to dull redness, 
and the heat continued with constant stirring until it 
has become a cinnamon-brown powder, which contains 
all the cerium as oxide. It is then dissolved in warm 
concentrated nitric acid. The deep brownish-red solu- 
tion contains a double salt of the nitrate of the oxides 
of cerium and didymium with the nitrates of the oxide 
of lanthanum and magnesia, which may be obtained 
in deep reddish-yellow rhombohedral crystals. The 
red solution is evaporated to a syrupy consistency, 
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and a large excess of boiling hot water containing 
some nitric acid is poured over it, which precipitates 
alone the basic nitrate of the oxide of cerium, which 
is washed by decantation with hot water mixed with 
nitric acid, as it is quite soluble in pure water. The 
mother liquor and wash water are concentrated to a 
syrup and again treated in the same manner. 

This last mother liquor usually contains only lan- 
thanum, didymium and magnesia, and is generally 
colored violet, which color is destroyed by alcohol and 
other reducing agents. After concentration, crystals 
of double salts of these bases are formed. 

The metal cerium was obtained by the following 
process: a solution of the brown oxide of cerium in 
hydrochloric acid was mixed with an equivalent quan- 
tity of chloride of potassium and of chloride of ammo- 
nium, and the whole evaporated to dryness. The mass 
was then transferred to a platinum crucible, and heated 
until the whole of the chloride of ammonium was 
volatilized and fusion obtained. The fused mass was 
poured out, coarsely powdered, and mixed, while still 
warm, with fragments of sodium, and introduced into 
an earthen crucible previously heated to redness. 
When the contents had again fused, and the excess of 
sodium volatilized, the crucible was removed from the 
fire;- the deep gray resulting mass was filled with little 
metallic globules. In a second experiment a large 
piece of sodium was thrown into a red-hot crucible 
containing chloride of potassium, and then the coarsely 
pow.dered chloride used as before. In operating in this 
way, a larger proportion of metallic globules was ob- 
tained, some of which weighed from 50 to 60 mille- 
grams. These metallic globules appear to consist 
principally of cerium. The color of the metal is inter- 
mediate between the color of iron and that of lead. 
The metal is lustrous when polished, and malleable. 
Its density is about 5.5 at 12°. Exposed to the air it 
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loses its lustre, and becomes slightly blue. It feebly 
decomposes water at 100°. Hydrochloric acid dis- 
solves it with energy; concentrated nitric acid con- 
verts it into a clear brown oxide; the dilute acid 
dissolves it. By evaporation a white salt is obtained, 
which leaves, after calcination, a brown oxide, insolu- 
ble in nitric acid and in dilute sulphuric acid. Con- 
centrated sulphuric acid slowly dissolves this oxide, 
forming a yellow solution, which shows the reactions 
of eerie salts. Hydrochloric acid dissolves this o:^ide 
with disengagement of chlorine, forming a colorless 
solution. When a globule of cerium is heated by the 
blowpipe to dull redness, the metal inflames and bums 
vividly, forming brown oxide ; but upon submitting a 
globule suddenly to a very high temperature, it burns 
with explosion, sending out bluish sparks. Cerium 
powder can inflame below 100°. 


88. GADOLINITE* 

YO, CeO, LaO, ErO, CaO, MgO, MnO, FeO, ¥ep,, 

Al A. SiO,. 

The finely-powdered mineral, dried at 100°, is de- 
composed by digestion, in a porcelain dish, with concen- 
trated hydrochloric acid, to which some nitric acid has 
been added, to peroxidize the iron ; the mass is com- 
pletely dried up, with frequent stirring, in a water-bath, 
and maintained for some time at that temperature. 

It is then digested with a little water acidulated 
with hydrochloric acid, the silica filtered ofl^, washed 
with hot water, thoroughly dried, ignited and weighed. 

* This rare nnmeral varies in composition according to the local- 
ity in which it is fonud. All specimens contain yttria, oxides of 
oerinm, iron and silica as the ingredients, many, glucina and 
9mall quantities pf lime, magnesia and manganese. 
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The solution is neutralized by ammonia, chloride of 
ammonium added, and the yttria, together with oxides 
of cerium and lanthanum are precipitated by oxalate 
of ammonia. Glucina, oxides of iron and manganese 
remain in solution, to be separated afterwards. 

The filtered and washed mixture of the three oxal- 
ates is ignited to decompose the oxalic acid, the oxides 
dissolved in a very little hydrochloric acid, and the 
solution mixed with a hot saturated solution of sul- 
phate of potassa, which precipitates the oxides of 
cerium and lanthanum as a white double sulphate. 
After the lapse of twenty-four hours this is filtered off, 
and thoroughly washed with a saturated solution of 
sulphate of potassa, in which it is perfectly insoluble. 
It is then treated as in No. 87. 

The yttria is then precipitated from the filtered 
solution by oxalate of ammonia. In order to separate 
the lime, it is dissolved in hydrochloric acid, and pre- 
cipitated by ammonia. 

In order to detect the presence of glucina in yttria, 
it is necessary, since the latter cannot be extracted by 
caustic potassa, to mix the precipitate with pure sugar, 
and to carbonize the mass in a platinum crucible ; it is 
then ignited in a stream of dry chlorine-gas, when the 
chloride of glucinum sublimes, and the chloride of 
yttrium remains in the carbonized mass. 

The following method* has been proposed for the 
separation of yttria and erbia : — 

The precipitate formed by oxalic acid, in the 
eolation obtained by heating gadolinite with hydro- 
chloric acid, contains the oxalates of erbium and 
yttrium, besides those of calcium, cerium, lanthanum, 
and didymium, with traces of oxalate of manganese 
and silica. These oxalates are converted into nitrates • 
the solution is treated with sulphate of potassa, with 

* Method Bahr and Bansan. 
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the usual precaution (i, 831), to separate the cerium 
metals; the erbium and yttrium, which still remain in 
solution, are again precipitated by oxalic acid; the 
oxalates are ignited ; and the residual oxides, after being 
carefully freed from admixed carbonate of potassa by 
boiling with water, are dissolved in nitric acid, and 
again precipitated from the acid solution by oxalic 
acid, this series of operations being repeated till the 
solution of the mixed earths in nitric acid, when ex- 
amined in the spectral apparatus, no longer exhibits 
the absorption-bands cl^aracteristic of didymium. The • 
last portion of calcium and magnesium are separated « 
by precipitating the acid solution of the mixed earths 
with ammonia, the calcium and magnesium then re- 
maining in solution ; the precipitate is dissolved in 
nitric acid ; and the solution, now containing nothing 
but erbia and yttria, is precipitated by oxalic acid. 

To separate erbia and yttria, the oxalates are con- 
verted into nitrates; the solution is evaporated in a 
platinum dish, till the first bubbles of nitrous acid 
make their appearance ; and the dish is quickly cooled 
by placing it in cold water, whereupon the viscid mass 
solidifies to an extremely brittle glass. On dissolving 
the mass in a quantity of warm water just sufficient 
to prevent the solution from becoming turbid on 
boiling, nitrate of erbium, still containing yttrium, 
separates on slow cooling in needles, which must be 
separated from the mother liquor by decantation and 
quickly rinsed with water containing about three per 
cent, of nitric acid. This mother liquor, treated in a 
similar manner, yields a second crop of crystals of 
nitrate of erbium containing yttrium; the mother 
liquor of this yields a third crop, and so on, the pro- 
portion of nitrate of yttria in the successive crops of 
crystals continually increasing. By mixing a certain 
number of the earlier and comparatively pure crops of 
crystals, and treating them in a similar manner, pro- 
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ducts are obtained of still greater purity ; and by re- 
peating this mode of treatment several times, nitrate 
of erbium is ultimately obtained containing no appre- 
ciable quantity of yttrium. 

Pure erbia obtained by ignition of the nitrate or 
oxalate, has a faint rose-red color (not yellow, as stated 
by Mosander). It does not melt at the strongest white 
heat, but aggregates to a spongy mass, glowing with an 
intense green light; which, when examined by the 
spectroscope, exhibits a continuous spectrum inter- 
sected by a number of bright bands. Solutions of 
erbium-salts, on the other hand, give an absorption- 
spectrum exhibiting dark bands, and the points of 
maximum intensity of the light bands in the emis- 
sion-spectrum of glowing erbia coincide exactly in 
position with the points of greatest darkness in the 
absorption-spectrum. The position of these bands is 
totally diflferent from those in the emission and ab- 
sorption-spectra of didymium ; in fact there is not a 
single line of the erbium-spectrum which corresponds 
with that of didymium. 


89. THORITE * 

Th03,SiO,+2HO. 

The finely-powdered mineral gelatinizes entirely 
with concentrated hydrochloric acid. The solution is 
evaporated to dryness, the silica filtered off, the filtrate 
highly concentrated by evaporation, and mixed with 

* This black, amorphons mineral, from Lövön, near Brevig in 
Norway, is taken here, without regard to its rarity, as. an example 
of a compound of thoria, in order to direct attention to the detec- 
tion of this earth, which must certainly occur more frequently. 
The orange-colored orangite of Brevig has a similar composition. 
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a boiling saturated solution of sulphate of potassa. 
In this way all the thoria, like the oxides of the cerium- 
class, is precipitated as a white pulverulent double 
salt. After cooling, this is filtered oft^ and washed 
with a saturated solution of sulphate of potassa. There 
remains in the solution the unessential elements of the 
mineral; iron, manganese, lime, magnesia, alumina, and 
the alkalies. It is then dissolved in boiling water and 
the alumina precipitated bj caustic potassa. 

After ignition, thoria is white, and has a spec. grav. 
of 9.4. It can only be dissolved in hot concentrated 
sulphuric acid. The hydrate of thoria is insoluble in 
potassa. 

Chloride of thorium is fusible, and may be sublimed. 

Sulphate of thoria dissolves but slowly in water. 
When the solution is. heated, a tissue of fine crystalline 
needles separates, consisting of salt containing less 
water, which is very sparingly soluble. 


90. TRIPHYLITB. 

3 (FeO, MnO, MgO, LiO) PO,. 

Besides the principal constituents this mineral con- 
tains small quantities of silicic acid, lime, potassa, and 
soda. For analysis it is dissolved in hot nitric acid, 
the silicic acid filtered off, a few grains of mercury 
dissolved in the filtrate, evaporated to dryness on the 
water-bath, moistened with water, and again evaporated 
to drive ofl' all the free acid. The mass is then lixiviated 
with hot water, which dissolves all the bases, the phos- 
phoric acid remaining in the residue. This is fused 
with carbonate of soda and potash, as in the case of 
apatite. The alkaline phosphate is dissolved in water, 
the oxide of iron filtered off, and the phosphoric acid 
precipitates as a double salt of magnesia. 
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m The solution which contains the bases, is evaporated, 

and heated to a dull red heat to drive off the quick- 
imt silver. The mass is then treated with a solution of 
nitrate of ammonia to dissolve the lime and magnesia, 
and the oxides of iron and manganese are separated by 
flil filtration, the latter are washed and added to the first 
yxl portion containing oxide of iron, dissolved in hydro- 
^iijf chloric acid, and treated as in No. 25. 

From the solution which contains the alkalies, mag- 
nrj nesia, and lime, the latter are precipitated by adding a 

ilejl small excess of oxalate of ammonia, the liquid filtered, 

j| concentrated by evaporation, and the magnesia pre- 

cipitated and also washed by a mixture of caustic and 
carbonate of ammonia. The filtered solution is evap- 
orated to dryness, the mass heated to decompose the 
nitrate of ammonia, and the alkaline nitrates treated 
with a mixture of equal parts of alcohol and ether, in 
which the nitrate of lithia dissolves. The mixture of 
nitrates of potassa and soda are heated with chloride of 
ammonium to convert them into chloride, and then 
separated by chloride of platinum. 

The lithia may be separated from both the other 
alkalies by precipitating as 8LiO, PO,. The solution 
is mixed -with phosphate of soda, and evaporated to 
dryness, being kept slightly alkaline, by the addition 
from time to time of pure caustic soda. The mass is 
then dissolved in the smallest possible quantity of 
water, mixed with an equal quantity of ammonia, 
allowed to stand for twelve hours, filtered, and the pre- 
cipitate carefully washed with ammonia. If the filtrate 
is evaporated to dryness, some lithia-salt separates. 

Magnesia may also be separated from lithia by add- 
ing hot saturated baryta-water to a solution of the 
chlorides. The lithia is then converted into a sulphate, 
and as such weighed. 

In order to obtain the lithia, the coarsely-powdered 
mineral is dissolved in concentrated hydrochloric acid, 
15 
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with gradual addition of Ditric acid; the solution is 
heated, to insure the conversion of all protoxide of iron 
into sesquioxide, and poured off from any extraneous 
minerals which generally remain undissolved. It is 
then evaporated completely to dryness, being constant- 
ly stirred towards the last, and the mass heated until 
all free acid is evaporated. It is then finely powdered, 
boiled out with water, and the solution filtered. This 
now contains not a trace of iron, which remains undis- 
solved as white phosphate, but only chloride of lithium, 
mixed with the chlorides of manganese, magnesium, 
and sodium. In order to precipitate the two former, 
together with a small quantity of phosphoric acid 
which may be present, the solution is mixed with pure 
hydrate of lime, and boiled, with access of air until 
all the hydrate of protoxide of manganese is con- 
verted into the brown sesquioxide. All the lithia re- 
mains in the solution ; it is filtered oflf, and the dis- 
solved lime precipitated by a mixture of carbonate of 
ammonia and free ammonia. After filtration, the solu- 
tion is evaporated, and the chloride of lithium heated 
to fusion in a porcelain crucible. 

The chloride of lithium still contains chloride of 
sodium, which is separated by digesting the mass with 
a mixture of alcohol and ether, which dissolves the 
chloride of lithium, and leaves the chloride of sodium 
undissolved. Or the impure chloride of lithium may 
be converted into carbonate by dissolving it in the 
smallest possible quantity of concentrated ammonia, 
and placing in the solution, which should be kept as 
cold as possible, fragments of carbonate of ammonia. 
The precipitated carbonate of lithia is filtered ofi' and 
washed with alcohol. 

Pure chloride of lithium is easily fusible; it im- 
parts to the flame of alcohol a dark carmine-red color ; 
when soda is present, the color is rather orange-red. 
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The Triphylite contains more than 7 per cent, of 
lithium and more than 44 per cent, of phosphoric acid. 


91. TITANITE (SPHENE). 

(CaO + TiO^SiO,. 

This mineral, even in the state of very fine powder, 
is only attacked with difficulty, and at best incom- 
pletely, by hydrochloric oi sulphuric acid. 

It is better to heat it in a platinum capsule with bi- 
sulphate of ammonia, gradually raising the temper- 
ature, with constant stirring, till the salt fuses; the 
heat is finally increased to ignition. A little dilute 
sulphuric acid is then added, and heat again applied 
until the acid begins to volatilize. When the mass is 
perfectly cold, it is mixed with water, the silicic acid 
altered off, and the sulphate of lime thoroughly 
washed. 

From the solution, the titanic acid is precipitated in 
the cold, together with the small quantity of sesqui- 
oxide of iron, by ammonia, the solution filtered rapidl}'-, 
with as little exposure to air as possible, and the lime 
precipitated by oxalate of ammonia. 

The titanic acid containing iron is dissolved in hy- 
drochloric acid, the solution diluted and carefully 
neutralized as completely as possible, decomposed by 
hyposulphite of soda, and heated to ebullition. The 
titanic acid is precipitated and ignited. 

Another method (in which, however, the silicic acid 
is determined by loss) consists in decomposing the 
mineral by concentrated hydrofluoric acid. The mass 
is afterwards mixed with concentrated sulphuric acid, 
heated until all the tetrafluoride of silicon and most of 
the sulphuric acid are expelled, mixed once more 
with concentrated sulphuric acid, and heated until it 
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begins to evaporate. The whole may tlien be dissolved 
by adding a sufficient quantity of water. 


92. MBNACCANITE. (TITANIC IRON.») 

(Ti, Fe), O,. 

For tlie analysis of this mineral, and for the pre- 
paration of pure titanic acid, various methods are 
employed. The iron dissolves in concentrated hydro- 


chloric acid bat very slowly. When the levigated 
powder is ignited in hydrogen- gas, the iron is reduced, 

* TiUnio iron occnrs in considerable quantlly at KragerSe fn 
Norwaj, also in fine oryitala In Orange Co., N. Y. Most v " " 
contain magnesia and mangauos«. 
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and may be extracted by hydrochloric acid; the 
reduction, however, requires a very long time and an 
intense red heat, and, after all, the titanic acid is not 
free from iron. The following methods are more 
efficient : — 

I. The very finely-powdered mineral is fused in a 
platinum crucible, placed within an earthen crucible, 
with 3 parts of carbonate of potassa ; the fused mass 
is powdered, and dissolved in a platinum capsule, in 
the requisite quantity of dilute hydrofluoric acid. 
Titano-fluoride of potassium is thus produced, which is 
sparingly soluble, and crystallizes readily, while most 
of the sesquioxide of iron is separated free from 
titanium. The ihixture is heated to boiling, so much 
water being added as is requisite to dissolve all the 
salt, and filtered while boiling hot; glass vessels may 
now be employed, provided an unnecessary excess of 
hydrofluoric acid has been avoided. On cooling, the 
greater part of the salt separates in lustrous crystalline 
scales. It is filtered off) pressed, washed once or twice 
with cold water, and purified completely by recrystal- 
lization from boiling water. 

The sesquioxide of iron is washed, the washings 
mixed with the mother-liquor from the salt, and with 
the washings from the latter, and the dissolved sesqui- 
oxide of iron, together with very little titanic acid, 
precipitated from the mixed solution, in the cold, by 
dilute ammonia. The precipitate must be filtered off 
immediately, for otherwise the titanic acid also begins 
to separate. The filtrate is then heated to ebullition, 
when all the titanic acid is precipitated as white 
titaliate of ammonia. In the same manner the titanic 
acid may be obtained from the crystallized titano- 
fluoride of potassium previously separated. 

The titanate of ammonia is easily soluble in hydro- 
chloric acid, and, at a red heat, is converted, with incan- 
descence, into pure titanic acid. 

15* 
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II. The finely-powdered mineral is fused with at 
least 6 parts of bisulphate of potassa in a platinum 
crucible, until it is completely dissolved; the fused 
mass, when cool, is powdered and dissolved in cold 
water. 

This solution has the peculiarity, when long boiled, 
of depositing the whole of the titanic acid, which is 
not, however, quite free from iron. 

In order to obtain it perfectly free from the latter 
metal, the sesquioxide of iron and titanic acid are 
precipitated by ammonia, the clear solution decanted 
from the precipitate, and the latter treated with an 
excess of sulphide of ammonium, which converts all 
the iron into black sulphide. After standing for 
several hours, the mixture is diluted with water, the 
clear liquor decanted, and the precipitate washed once 
or twice by decantation. 

It is afterwards mixed with sulphurous acid, when 
it immediately becomes white, since the sulphide of 
iron dissolves in the form of dithionate of protoxide of 
iron. The titanic acid is filtered pflf, washed and. 
ignited, a fragment of carbonate of ammonia being 
held in the crucible to expel any sulphuric acid. 

A little more titanic acid separates from the filtrate 
on standing for some time, and on gently heating. 
The iron, when converted into «esquichloride by 
chlorine, or by heating with hydrochloric acid and 
chlorate of potassa, may be precipitated from the 
solution of ammonia. 

III. The most accurate method of separation of 
sesquioxide of iron from titanic acid consists in 
decomposing the diluted solution from No. IT, by 
hyposulphite of soda. The titanic acid alone is pre- 
cipitated, which is then ignited. 
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93. EUTILE.* 
TiO,. 

In order to obtain pure titanic acid from rutile, the 
same method may be employed as for titanic iron ; the 
first process is especially applicable to this purpose. 

Or the very finely-powdered rutile is fused in a 
platinum crucible with six times its weight of 
bisulphate of potassa. The mass must then dissolve 
completely in cold water. If the water is heated to 
ebullition the titanic separates, and by long continued 
boiling the precipitation is complete. Thus obtained 
it is nearly soluble in the acids. 

Another process consists in converting the titanic 
acid into bichloride. The very finely-powdered rutile 
is mixed with ignited lamp-black (1 J part of carbon 
for 5 parts of rutile) and so much starch-paste as will 
suffice to form a plastic mass. This is moulded into 
cylinders about 1 or 2 incheslong, and J of an inch 
thick, which are slowly dried. They are then 
thoroughly ignited in a covered crucible, and, while 
hot, before they have absorbed any moisture, intro- 
duced into a tube of porcelain or of hard glass. A stream 
of dry chlorine is passed in at one end of the tube, 
while the other opens into a cooled receiver furnished 
with an egress-tube. As soon as the apparatus is filled 
with chlorine, the tube is heated to bright redness, 
and the separation carried on till no more drops of 
bichloride of titanium distil over. The carbonic 
oxide and excess of chlorine are passed into a small 
quantity of alcohol, which absorbs the latter. 

The bichloride of titanium, which has a brown 
color due to sesquichloride of iron, is poured into 
a small tubulated retort containing some mercury or 

* Occnrs most abandantlj at St. Yrieix, in France, and may be 
purchased very reasonably. 
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bright copper-turnings; the neck of the retort i3 
drawn out to a point, which is bent downwards. W hen 
the bichloride of titanium has been left for some time 
in contact with the metal, it is distilled off by gentle 
ebullition, and immediately received in tubes, whicb 
are afterwards hermetically sealed. 

In order to prepare pure titanic acid from the 
bichloride, it is gradually mixed with water, avoiding 
all rise of temperature, which would render the 
solution turbid, and the titanic acid precipitated by 

ammonia. - 

Pure ignited titanic acid is white, frequently with a 
tinge of yellow. During ignition it has a lemon- 
yeffow calor. When exposed to a very high degree 
of heat it becomes brownish. It is then perfectly 
insoluble in hydrochloric acid. By long digestion 
with concentrated sulphuric acid, it is dissolved. 


94. COLÜMBITE. (NIOBITE.)* 
(FeO,MnO)(CbO,Ta03.) 

The mineral is not decomposed by acids. It is best 
decomposed by fusing it in the form of a levigated 
powder, with 6 parts of bisulphate of potassa, in a 
platinum crucible. The salt is first fused by itself, 
allowed to solidify, the powdered mineral throwja upon 
it, and the two gradually fused together. The fusion 
is continued until the mineral has entirely dissolved. 

The mass is afterwards repeatedly boiled with 
water, and the undissolved hydrated acids filtered off 
and washed. It still contians sesquioxide of iron, and 
commonly also a small quantity of binoxide of tin and 
tungstic acid. 

* Sp. gr. = 5.4 to 6.39. Often contains small quantities of SnOj, 
WO3 and CaO. 
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The acids are now digested with sulphide of ammo- 
nium, which dissolves the two latter and converts the 
sesquioxide of iron into sulphide, which imparts a 
black color to the acids. This may be effected upon 
the filter itself, if the stem of the funnel be passed air- 
tight into a fiask ; the funnel should be kept as closely 
covered as possible after the mass upon the filter has 
been carefully mixed with sulphide of ammonium * 

After washing, very dilute hydrochloric acid is 
allowed to flow over the mass upon the filter, when 
the sulphide of iron is dissolved, and the acids again 
become white. They are then washed, dried, and 
ignited, when the sulphuric acid with which they are 
combined is volatilized, which may be effected with 
greater rapidity and certainty if a fragment of car- 
bonate of ammonia be held in the closed crucible 
during ignition. 

The stannic and tungstic acids may be separated 
with more certainty by fusing the columbic and tanta- 
lie acids with three times their weight of alkaline car- 
bonates and sulphur, leached, washed with sulphide of 
ammonium, and treated as above. 


95. TANTALITE. 
(FeO, MnO) Ta03. 

The analysis is made in the same manner as that of 
columbite. 

The tanialic acid, TaO,, is white, even at a red heat, 
sp. gr. 7.9. Heated to redness it becomes insoluble 
in concentrated hydrochloric and sulphuric acids. 
Fused with caustic potassa or soda, it behaves like 
niobic acid. The soda-salt may be crystallized. In a 

* Tin and tungsten may be precipitated bj dilate salphario acid 
as sulphides, which are converted in oxides by roasting. If the 
mass is ignited in hydrogen, the reduced zinc maybe extracted by 
concentrated hydrochloric acid. 
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solution of this salt it may be precipitated by acids; 
for example, sulphuric. If precipitated by hydro- 
chloric acid, it is soluble in an excess, although not 
wholly^ With zinc it gives a pale blue color, which 
becomes very bright if the solution of the bichloride 
of tantalum in sulphuric acid is mixed with a little 
water and zinc placed in it. The blue color does not 
change to brown. Fused with salt of phosphorus it 
remains colorless in the inner flame, and also when 
ignited in hydrogen gas. 

The chloride of tantalum, prepared in the same 
manner as chloride of columbium, is pure yellow, 
easily fused, volatile, forms a crystalline sublimate. 
Water transforms it into hydrated tantalic acid and 
hydrochloric acid, which does not retain it in so- 
lution. 

If the tantalic acid contains titanic acid, by convert- 
ing it into the chloride, a very fuming liquid bichloride 
of titanium is formed. By fusion with bisulphate of 
potassa the separation is incomplete. 


96. WOLFRAMITE. 

(MnO, FeO), WO3. 

I. In order to effect merely a qualitative separation, 
for obtaining tungstic acid, the very finely-powdered 
mineral is digested with a mixture of concentrated 
hydrochloric acid and about J of nitric acid, until it is 
converted into yellow, pulverulent tungstic acid. This 
is filtered off, washed, dissolved in ammonia,* the solu- 

* By this treatment, there is left nnclissolved, besides the unde- 
composed particles of mineral which have not been finely powered, 
a white substance, consisting of silica and niobic acid, of which 
latter the wolfram contains about 2 per cent. In order to remove 
the. silica, it is repeatedly evaporated with hydrofluoric and sul- 
phuric acids, then fused with bisulphate of potassa and farther 
treated as directed for columbite. 
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tion filtered, and evaporated to crystallization. On 
igniting the salt in the air, pure yellow tungstic acid is 
left. 

Or 3 parts of the mineral, very finely powdered, may 
be mixed with an equal quantity of carbonate of 
potassa, or J dry carbonate of soda, the mixture 
heated to redness for half an hour, and the tungstate 
of potassa which is formed, may be extracted from 
the cooled mass with water.* 

Pure tungstic acid may be obtained from this 
solution by boiling, and adding drop by drop hydro- 
chloric acid or nitric acid, not too dilute, until there is 
a small excess. From the solution neutralized with 
hydrochloric acid, tungstate of lime may be pre- 
cipitated by chloride of calcium which may be decom- 
posed, after washing, by boiling hydrochloric acid. 

If very finely-powdered tungsten, with an excess 
of chloride of calcium, is kept in a state of fusion for 
some time, and the cooled mass dissolved in water, 
small brilliant octahedral crystals of tungstate of lime 
are obtained. 

If tungstic acid is gently ignited in a stream of 
hydrogen, a blue tungstate of the oxide of tungsten is 
formed, with a stronger heat, brown oxide, and a still 
higher temperature, metallic tungsten as a gray 
crystalline powder. 

II. For quantitative analysis, the levigated mineral 
is digested with a mixture of 4 parts of concentrated 
hydrochloric acid and 1 part of nitric acid, until it is 
completely decomposed; the solution is then evapo- 
rated to dryness, which operation should be finished oa 
the water-bath, the chloride of manganese and sesqui- 

* If the solation is green from the presence of a manganate, it 
maj be decomposed by adding a little ammonia and warming. 
On dissolving the residual proto-sesqnioxides of iron and manga- 
nese or the metallic sulphides obtaine^l as above mentionnd in 
concentrated hydrochloric acid, coluiubic acid remains behind. 
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chloride of iron dissolved out, the tungstic acid filtered 
off, washed with alcohol, dissolved in ammonia, sepa- 
rated by filtration from the columbic acid, the solution 
evaporated, the residual ammonia-salt ignited with ac- 
cess of air, and the tun^tic acid weighed. 

The filtrate, containmg alcohol, is evaporated to 
expel the latter, diluted with water, and the oxides of 
manganese and iron separate as in No. 25. They 
usually contain a little lime. 

Or the levigated mineral is ignited in a platinum 
crucible, with 8 parts of carbonate of potassa, the 
mass dissolved in water, the residual oxides thoroughly 
washed, the solution neutralized with nitric acid, and 
the tungstic acid precipitated by nitrate of suboxide 
of mercury, the free nitric acid being afterwards 
neutralized with a few drops of ammonia, so that a 
black precipitate begins to appear. The precipitate is 
thoroughly washed, a very dilute solution of nitrate of 
suboxide of mercury being used at last, since other- 
wise, the precipitate is liable to pass through the filter ; 
it is then dried and ignited, when pure tungstic acid 
is left. 

Or the solution of alkaline tungstates is neutralized 
with nitric acid, the tungstic acid precipitated by 
acetate of lead, with addition of a few drops of ammo- 
nia. The washed precipitate is decomposed by diges- 
tion with sulphide of ammonium, which dissolves all 
the tungsten as a sulphide. The filtrate from the 
sulphide of lead is evaporated to dryness, the mass 
carefully oxidized with nitric acid, and again evapo- 
rated to dryness and ignited. 

The mixture of the oxides of iron and manganese is 
dissolved in concentrated hydrochloric acid, which 
usually leaves undissolved a small quantity of tungstic, 
columbic, and silicic acids. The two oxides are then 
separated as in No. 25. 


I ' 
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97. SCHBELITE. 

CaO, WO3. 

The mineral, very finely powdered, is digested with 
concentrated nitric acid, the mass evaporated nearly to 
dryness, mixed with alcohol, and filtered. The resi- 
dual yellow tungstic acid is washed with alcohol, 
ignited and weighed. The alcohol is expelled from 
the solution by evaporation, the latter neutralized with 
ammonia, and the lime precipitated by oxalate of am- 
monia. 


98. WULFENITE (MOLYBDATB OP LEAD). 

PbO, M0O3. 

Several methods are employed for obtaining the 
molybdic acid from this mineral. 

I. In order to remove the carbonates of zinc and of 
protoxide of iron, the finely-powdered ore is treated 
for some time, and frequently agitated, with dilute 
hydrochloric acid; it is afterwards washed by decan- 
tation, and decomposed by boiling concentrated hydro- 
chloric acid. The mixture is then evaporated to 
dryness, the residue powdered, and digested with am- 
monia. Insoluble basic chloride of lead and molybdate 
of ammonia are thus formed; the solution containing 
the latter is filtered 0ÖJ aHil evaporated to crystallization. 
The mother-liquor from the crystals, or even the entire 
solution, may be mixed with nitric acid, evaporated to 
dryness, and the residue extracted with water, when 
the molj^bdic acid is left. 

II. The powdered ore is fused with an equal weight 
of dry carbonate of soda, the fused mass poured out, 
taking care to separate it as far as possible from the 
oxide of lead which has settled at the bottom, and dis- 

16 
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solved in hot water; the small -quantity of lead 
carried into solation is precipitated from the latter, 
while hot, by a mixture of ammonia and carbonate of 
ammonia, the solution filtered, acidified with nitric acid, 
evaporated to dryness, the nitrate of soda extracted 
from the mass with water, and the molybdio acid tho- 
roughly washed. 

III. In order to avoid the perforation of the crucible, 
which occurs frequently in this process, the ore may 
be fused with an equal weight of carbonized bitartrate 
of potassa, when the lead separates in the metallic state, 
without any reduction of molybdic acid taking place. 

IV. The powdered ore is fused with an equal weight 
of calcined bitartrate of potassa and as muqh sulphur; 
the sulphomolybdate of potassa thus produced is dis- 
solved in water, and the sulphide of molybdenum 
precipitated from the solution by dilute sulphuric acid. 
When this precipitate is washed, dried and ignited in 
a covered crucible, it leaves a crystalline gray sulphide, 
from which molybdic acid may be prepared by the 
method employed in treating molybdenite. 

Also by heating the finely pulverized mineral with 
caustic soda and sulphur, which converts the molybdic 
acid into a sulphide, which is then precipitated by an 
acid as MoS,. There still remains in solution some 
molybdenum which may be precipitated by hydro- 
sulphuric acid. 

V. The finely powdered mineral is digested, with 
constant stirring, with 1\ parts of concentrated sulphuric 
acid, until it is perfectly white. The heat is then 
raised to incipient volatilization of sulphuric acid the 
mixture allowed to cool, and the blue pasty mass stirred 
up with much water, in order to separate the sulphate 
of lead ; the solution containing the molybdic acid is 
decanted, filtered and evaporated in a porcelain dish 
with addition of some nitric acid, until the sulpu- 
ric acid begins to evaporate; the mixture should be 
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constantly stirred. The molybdic acid is thus sepa- 
rated as a white precipitate; when the greater part of 
the sulphuric acid has been expelled, the mixture is 
diluted with water, the molybdic acid filtered oflf and 
well washed, water containing nitric acid being used 
towards the end. Some more molybdic acid may be 
obtained by evaporating the filtrate and washings. It 
is free from phosphoric acid. 

If it contain any phosphoric acid, its ammoniacal 
solution, when acidified with nitric acid, and heated, 
becomes yellow and deposits a yellow powder. 

The molybdic acid may be obtained from molybdate 
of ammonia by gradually heating the salt, with free 
access of air. 

It is always obtained in a perfectly pure state by 
sublimation, for which purpose it is heated in a plati- 
num crucible, which is covered with a platinum cap- 
sule kept full of water. 

For quantitative analysis, the pure crystallized 
mineral is finely powdered, completely decomposed by 

Fig. 19. 


digestion with nitric acid, the mixture neutralized with 
ammonia^ and digested with an excess of sulphide of 
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ammoDium. The sulphide of lead which is thus 
formed, is filtered oflf from the dissolved molybdate, 
washed with dilute sulphide of ammonium, dried at 
100°, and weighed. From the solution, the sulphide 
of molybdenum is precipitated by dilute nitric acid, 
collected upon a filter, dried at 100°, washed, dried, 
and weighed. A weighed portion of it is then intro- 
duced into a bulb-tube (Fig. 19), and heated in a 
stream of hydrogen until it loses no more sulphur. 
From the weight of the residual MoSj, calculated for 
the total amount of the precipitate, that of the molyb- 
dic acid is ascertained. 


99. MOLYBDENITE. 

MoS,. 

The mineral in small fragments is heated in a tube 
of hard glass, through which a very slow stream of 
dry air is passed, forming sulphurous acid and molybdic 
acid, the latter subliming in colorless needle-shaped 
crystals. 

If a large quantity of the material is to be used, it 
is better to mix the finely powdered mineral with an 
equal volume of pure sand, and roast it at a red heat, 
frequently stirring it in the inclined crucible, until the 
smell of sulphurous acid is no longer perceptible, and 
the mass has become yellow. 

The molybdic acid which has been formed is ex- 
tracted from the yellow mass thus produced, by diges- 
tion with dilute ammonia. The residue, should it still 
contain sulphide of molybdenum, is then again 
roasted. 

The filtered solution is mixed with one or two drops 
of sulphide of ammonium, to separate the copper, the 
precipitate filtered off, the solution evaporated to dry- 
ness, the salt again dissolved in dilute ammonia, the 


/ 


BROWN IRON ORB. 185 

solution filtered from aay impurities, and evaporated 
to crystallization. (See Moljbdate of Lead.) 

The molybdic acid may also be precipitated from 
the solution of an alkaline molybdate neutralized with 
nitric acid, by basic nitrate of suboxide of mercury. 
The yellow precipitate is allowed to subside, filtered 
off, washed with a dilute solution of the mercury-salt, 
dried and ignited. Molybdic acid may also be quan- 
titatively determined, by this method. The precipitate 
is collected upon a filter (previously dried at 100° and 
weighed), dried at 100°, and a weighed portion of it 
gently ignited in a bulb-tube (Fig. 19), through which 
a stream of hydrogen is passed, when dark brown 
binoxide of molybdenum, MoO,, is left. 


100. BROWN IRON-ORE, CONTAINING VANADIUM. 

In order to extract the vanadium, the quantity of 
which does not amount even to 1 per cent., the finely- 
powered ore is intimately mixed with J its weight of 
nitre, and exposed, for an hour, in a crucible, to a 
gentle ignition. When cool, the mass is powdered and 
boiled with water. 

The filtered solution has a yellow color, and con- 
tains the vanadates, Chromates (raolybdates ?), arsenates, 
phosphates, nitrites and silicates of potassa and alu- 
mina. 

It is gradually mixed, and well stirred, with nitric 
acid, taking care that it may still remain slightly alka- 
line and that no nitrous acid is liberated, which 
would reduce the vanadic and chromic acids. The 
precipitate of alumina and silica thus separated is 
filtered oflF. 

The solution is then mixed with an excess of solu- 
tion of chloride of barium, as long as any precipitate 

16* 
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is produced. . The precipitate, consisting of the baryta- 
salts of the above-mentioned acids, is filtered off, 
washed and boiled while yet moist, with dilute sulphuric 
acid, which must not be added in too great excess. 
The reddish-yellow acid filtrate is neutralized with 
ammonia, concentrated by evaporation, and a fragment 
of chloride of ammonium is placed in it. In propor- 
tion as the solution becomes saturated with chloride of 
ammonium, vanadate of ammonia is deposited as a 
white or yellow crystalline powder, which is allowed to 
separate completely, filtered oft) and washed with a 
saturated solution of chloride of ammonium. When 
gradually heated with full access of air, it leaves dark 
red vanadic acid, which fuses when heated more 
strongly, and solidifies, on cooling, to a very crystal- 
line mass. 

The solution obtained by lixiviating the mass after 
fusion with nitre, may also be mixed with sal-ammo- 
niac, and boiled, in order to neutralize the free alkali, 
and to precipitate silica and phosphate of alumina. 
This precipitate usually contains also vanadic acid, 
which may be converted into sulphide by 'fusion with 
an equal weight of carbonate of potassa and sulphur; 
the fused mass is extracted with water, and the brown 
sulphide of vanadium precipitated from the filtered 
solution by dilute sulphuric acid. 

If the iron-ore be reduced by fusion with borax 
{see Iron Assay), in a crucible lined with charcoal, a 
well-fused, crystalline regulus of iron is obtained, 
which contains vanadium, chromium, arsenic, phos- 
phorus, silicon, and carbon. 

Moreover, see Ash of the Kefining-hearth. 
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101. VANADINITE. (VANADATE OP LEAD.) 

PbCl, + 3(3PbO,V03). 

There exist some varieties of this mineral, at 
present very rare, which contain no chloride of lead. 

This mineral, when treated with nitric acid, first 
becomes red, then dissolves. If the solution be mixed 
with ammonia, and afterwards with an excess of 
sulphide of ammonium, sulphide of lead is precipitated, 
and a dark red solution obtained, from which acids 
precipitate the dark brown sulphide of vanadium. The 
precipitate is roasted in air, and afterwards converted 
into vanadate of potassa by fusion with a small 
quantity of nitre. This salt is dissolved in a little 
water, and vanadate of ammonia precipitated from the 
solutioa by sal-ammoniac. {See No. 100.) 

-The mineral is only imperfectly decomposed by 
sulphuric acid. The decomposition, however, is com- 
plete if it be fused with bisulphate of potassa. On 
treating the mass with water, the lead remains behind 
as sulphate, while vanadic acid is dissolved. 

Or the mineral may be decomposed by a mixture of 
concentrated hydrochloric acid and alcohol, the chloride 
of lead is washed with alcohol, and the excess of acid 
evaporated from the blue solution of chloride of vana- 
dium. This solution is treated with an excess of 
caustic soda, and the oxide of vanadium is converted 
into vanadic acid by a current of chlorine gas. 


102. CHROMITE. (CHROME-IRON-ORE.) 

FeO, CrjO,. 

I. For the mere qualitative separation, the very fine- 
ly powdered ore is fused for at least half an hour, at 
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a bright red heat, with an equal weight of nitre and 
as much carbonate of potassa; from the fused mass, 
when cool, the Chromate of potassa which has been 
produced is extracted with water. 

The residue, consisting of sesquioxide of iron and 
variable quantities of alumina and magnesia, is dis- 
solved in concentrated hydrochloric acid, which gen- 
erally leaves some undecomposed mineral, and the 
three oxides are then separated as in No. 81. 

The solution of Chromate of potassa usually contains 
a little alumina, silica and manganic acid, to precipitate 
which, it is mixed with a little carbonate of ammonia 
and boiled. 

In order to obtain bichromate of potassa from this 
solution, it is acidified with nitric acid, concentrated by 
evaporation, and the salt allowed to crystallize out. 

The chromic acid may be precipitated as Chromate 
of lead, by neutralizing the solution with acetic acid 
and adding acetate of lead. 

To separate the chromium as sesquioxide, the solu- 
tion, is acidified with sulphuric acid, sulphurous acid 
added till the solution has an emerald-green color, 
the sesquioxide of chromium precipitated by ammonia, 
washed and ignited. 

Or the yellow solution may be exactly neutralized 
with nitric acid, and the chromic acid precipitated by 
nitrate of suboxide of mercury. When washed, dried 
and ignited, the yellowish-red Chromate of suboxide of 
mercury leaves a pure green sesquioxide of chromium. 

II. Chromite may also be quantitatively analyzed 
by the above process^ the fusion being conducted in 
a platinum crucible, though it will be found that a 
quantity of ore will be left undecomposed, varying 
according to the state of division to which it was re- 
duced. From the solution, after neutralization with 
nitric acid, the chromic acid is best precipitated by 
nitrate of suboxide of mercury ; the precipitate is 
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washed with a dilute solution of that salt and ignited. 
The following method is more certain. 

The mineral, which should be powdered as finely as 
possible and weighed, is fused, in* a platinum crucible, 
with four times its weight of bisulphate of potassa, care 
being taken that the mass, which froths up at first, 
may not run over the side of the crucible, ultimately, 
it is heated to redness, and retained in fusion, at a red 
heat, for a considerable time. The salts formed are 
sparingly soluble in water and acids ; the sesquioxide 
of chromium must therefore be converted into alkaline 
Chromates, for which purpose there is added to the 
cooled mass, in the crucible, about twice its volume of 
a mixture of equal parts of nitre and carbonate of soda. 
The mass is then heated to complete fusion. 

On cooling, the Chromate of potassa is extracted 
with hot water, the residue of sesquioxide of iron, alu- 
mina and magnesia, thoroughly washed, dissolved in 
concentrated hydrochloric acid, and analyzed as in No. 
81. ^ 

The solution of Chromate of potassa is acidified 
with hydrochloric acid, heated to ebullition, and al- 
cohol added to the boiling solution until it has acquired 
an emerald-green color, when the sesquioxide of chro- 
mium is precipitated by ammonia, ignited and weighed. 


103. CHROMATE OF LEAD. 

PbO,Cr03. 

(Chrome-yellow, often adulterated with white clav, 
with BaO, SO3,— CaO, OO3,— OaO, SO3, or with PbO, 
SO3.) 

I. Pure Chromate of lead should give the quantities 
of oxide of lead and chromic acid calculated from the 
formula. 
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For analysis, it is digested with a mixture of fuming 
hydrochloric acid and alcohol, when a green solution 
of sesquichloride of chromium is produced, the lead 
remaining undissolved as a white chloride. The latter 
is collected upon a filter, dried at 100°, washed with 
alcohol, and dried at 100°. The solution is diluted 
with water, evaporated to expel the alcohol, and the 
sesquioxide of chromium precipitated by ammonia; the 
liquid is heated to ebullition, the precipitate filtered 
off, ignited and weighed. 

II. For mere qualitative analysis of a specimen of 
chrome-yellow mixed with the substances mentioned 
above, it is treated as before, with alcohol and hydro- 
chloric acid, as little as possible of the latter being 
employed, in order that the clay may remain un- 
touched. 

From the solution, the sesquioxide of chromium is 
precipitated by ammonia ; it always, however, carries 
down some lime. 

In order to separate them accurately, they must be 
precipitated together, from the hot solution, by a mix- 
ture of ammonia and carbonate of ammonia. After 
drying, the precipitate is fused with three times its 
weight of a mixture of carbonate and nitrate of potassa, 
and the fused mass treated with water, which dissolves 
the Chromate of potassa, and leaves the carbonate of 
lime. 

Or the precipitate, while yet moist, may be digested 
with hypochlorite of soda, which dissolves the sesqui- 
oxide of chromium, as Chromate of soda, leaving the 
carbonate of lime undissolved. The solution is then 
heated to ebullition, in order to decompose any bi- 
carbonate. 

From the residue, which may consist of the sul- 
phates of lime, baryta, and lead, the first may be 
entirely extracted by washing with water, or with a 
solution of common salt or of sal-ammoniac, in which 
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it is far more soluble. In the solution, either the sul- 
phuric acid is precipitated, by a baryta-salt, or the lime 
by an oxalate. 

The sulphate of lead is extracted from the residue 
by digestion with tartrate of ammonia containing free 
ammonia, and the lead precipitated from the solution by 
sulphuretted hydrogen or Chromate of potassa. 

The mixture of clay and sulphate of baryta which 
remains at last, is heated with concentrated sulphuric 
acid until the greater excess of the latter has been 
expelled, when the sulphate of alumina is extracted 
with water, and the alumina precipitated by ammonia. 

In order to extract the silica from the residue, 
which contains also sulphate of baryta, it is boiled in 
a concentrated solution of carbonate of soda, in which 
the silica is dissolved and may be reprecipitated by 
sal-ammoniac. The residue consists of carbonate of 
baryta mixed with more or less undecomposed sul- 
phate of baryta. {See No. 15.) 

A good method of determining the amount of 

Fig. 20. 



chromic acid (and therefore of Chromate of lead con- 
tained in a specimen of commercial chrome-yelloW; 
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consists in reducing the chromic acid to the state of 
sesquioxide of chromium by means of oxalic acid, 
and in determining the quantity of carbonic acid pro- 
duced. 

This may be eflfected in the same way as the testing 
of manganese-ores in an apparatus (Fig. 20) arranged 
for the quantitative determination of carbonic acid, the 
weighed Chromate of lead being mixed with oxalate of 
potassa, and sulphuric acid allowed to flow upon it. 
10 parts by weight of carbonic acid indicate 7.6 parts of 
chromic acid, or 24.5 of pure Chromate of lead. Hence, 
100 parts of pure chrome-yellow should give 40.4 of 
carbonic acid. 


104. URANINITK 

UO, U A, 

(together with various extraneous substances, in varia- 
ble quantities, includmg silica, iron, nickel, cobalt, zinc, 
copper, bismuth, lead, manganese, arsenic, antimony, 
sulphur, lime, and manganese ; sometimes also selenium 
and vanadium). 

Preparation of Pure Sesquioxide of Uranium. 
— The finely -powdered ore is digested with moderately 
dilute sulphuric acid, with gradual addition of nitric 
acid, until it is converted into a white powder, and 
partly dissolved. The greater excess of sulphuric acid 
is then evaporated, the mass digested with much water, 
and the cold solution, after subsidence of the residue, 
filtered off. 

The residue consists of silica, sulphate of lead and 
basic sulphate and arsenate of bismuth. 

The solution is then heated to about 60°, and sul- 
phuretted hydrogen-gas passed through it, at this 
temperature, for some time ; the solution is afterwards 
allowed to cool while the gas is still passing, and, when 
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fully saturated, set aside in a covered vessel for twenty- 
four hours. The sulphuretted hydrogen is then ex- 
pelled by a gentle heat, and the precipitate filtered off'. 

The precipitate contains arsenic, antimony, copper, 
and the rest of the lead and bismuth. 

The solution is then heated to ebullition, and fuming 
nitric acid gradually added to the boiling liquid, until 
all the protoxide of iron is reconverted intosesquioxide, 
and the solution has acquired a pure yellow color. 
It is then precipitated by an excess of ammonia, and 
the yellowish-brown precipitate filtered off. 

Part of the nickel, cobalt, zinc, lime and magnesia 
remain in solution, but the remainder is precipitated 
together with the sesquioxides of uranium and iron. 

The washed precipitate is treated with a hot, pretty 
strong solution of carbonate of ammonia containing 
free ammonia, with which the precipitate is digested, 
at a moderate heat, until it has the appearance of hy- 
drated sesquioxide of iron. The solution of uranium 
is rapidly filtered off, while hot, and the residue of 
hydrated sesquioxide of iron (still containing uranium) 
is washed, the washings being received apart from the 
filtrate. 

The solution (which is yellow, or colored reddish 
by the cobalt) deposits on cooling, if sufficiently con- 
centrated, crystals of the pure double carbonate of 
ammonia and sesquioxide of uranium, which may be 
collected, and washed several times with cold water. 
When ignited, this salt leaves pure dark green proto- 
sesquioxide of uranium. 

The mother-liquor is mixed with the washings and 
sulphide of ammonium carefully added, drop by drop, 
as long as it produces a dark brown precipitate, which 
is immediately filtered off". 

The precipitate consists of the sulphides of cobalt, 
nickel and zinc. 

The yellow filtrate is then boiled till the greater part 
17 
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of ammoniacal salt is volatilized, and all the sesqui- 
oxide of uranium precipitated. 

The pure yellow precipitate, uranate of ammonia is 
filtered off, and, when the filtrate begins to pass 
through turbid, washed with solution of sal-ammoniac. 

When ignited, it leaves dark green proto-sesqui- 
oxide of uranium. By digesting this with dilute 
hydrochloric acid, anj lime and magnesia may be 
extracted. 

In order to prepare protoxide of uranium from the 
uranate of ammonia, it is dissolved in hydrochloric 
acid, the solution mixed with an excess of pure sal- 
ammoniac> and about an equal quantity of pure com- 
mon salt; it is then evaporated to dryness, and the 
mass heated in a covered crucible until the sal-ammo- 
niac is volatilized, and lastly, until the common salt 
fuses. On dissolving it in water, the protoxide of 
uranium is left as a heavy crystalline powder. The 
common salt only serves to shield the oxide from the 
action of air. 

When the quantity is very small, the uranate of 
ammonia is calcined and the proto-sesquioxide is dis- 
solved in hydrochloric acid with a few drops of nitric 
acid; the addition of chloride of potassium forms a 
substance Uj O, 01 + E 01. It is evaporated to dryness 
and the yellow salt ignited in a current of hydrogen. 

In order to extract from the hydrated sesquioxide 
of iron the small quantity of sesquioxide of uranium 
which is chemically combined with it, it is dissolved in 
the smallest possible quantity of hydrochloric acid, 
the solution neutralized with carbonate of ammonia, 
and added, drop by drop, with constant stirring, to a 
mixture of carbonate of ammonia and sulphide of 
ammonium, when all the iron is separated as sulphide, 
and the sesquioxide of uranium remains in solution; 
the latter may be precipitated by boiling the filtrate. 

Or the sesquioxide of iron may be reduced in a 
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stream of hydrogen, and the reduced pyrophoric 
mass allowed to fall, immediately, into dilute hydro- 
chloric acid, which dissolves the iron, leaving the 
uranium ä protoxide. 

In order to detect selenium, arsenic, and vanadium 
in pitch-blende, it is ignited with ^ of its weight of a 
mixture of carbonate of soda and nitre. The sele- 
nates, vanadates and arsenates of the alkalies may then 
be extracted with water. 


105. SELENIFEROUS DEPOSIT FROM SULPHURIC 

ACID CHAMBERS. 

(Sulphate of lead, selenium, selenide of mercury, 
selenates selenites, &c.) 

The dry mass is rubbed to a thin paste with a mix- 
ture of about equal parts of sulphuric acid and water, 
and boiled for a long time, concentrated nitric acid or 
chlorate of potassa being added at intervals, to oxidize 
the free selenium, until all the reddish color has dis- 
appeared. 

The mixture is then diluted with water and filtered. 
The solution contains, besides iron, copper, mercury 
and a little lead, all the selenium as selenious and 
selenic acids. It is mixed either with about as much 
common salt as amounts to half the weight of the 
deposit originally employed, or with J of its volume 
crude of fuming hydrochloric acid, and boiled down 
to about J of its original bulk. The hydrochloric 
acid reduces the selenic acid to selenious acid. 

On cooling, the solution is poured off from any 
sulphate of potassa and common salt which may have 
been deposited ; these are washed several limes with 
water, and the solution saturated with sulphurous acid 
gas, evolved from a mixture of powdered charcoal aad 
concentrated sulphuric acid. 
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The selenium is thus precipitated of a fine red color. 
Its separation is promoted by digestion, and ultimately 
by boiling for a quarter of an hour, when it becomes 
black, and collects into a dense hard mass. It is well 
washed and dried. 

The filtered liquid is boiled once more with hydro- 
chloric acid, and again treated with sulphurous acid, 
in case it should still contain selenium. 

The selenium thus obtained contains still small 
quantities of lead, copper, and iron, and especially mer- 
cury. On distilling it in a small retort or bent tube 
closed at one end, the first-mentioned impurities are 
left behind as selenides. 

In order to free it from mercury, the distilled sele- 
nium is dissolved in aqua-regia, the greater excess of 
acid evaporated, so that no nitric acid may remain, the 
solution mixed with excess of carbonate of soda, eva- 
porated to dryness, and the saline mass ignited to expel 
the mercury. 

The mass is redissolved in water, the solution boiled 
with hydrochloric acid, and the selenium again preci- 
pitated by sulphurous acid. 

Or the ignited mass may be mixed with about an 
equal weight of chloride of ammonium, and heated in 
a retort till the greater part of that salt has sublimed, 
when the selenium is reduced, and remains behind on 
dissolving the saline mass in water. 

The selenium may also be at once extracted, and 
obtained free from mercury, by fusing the deposit, 
with an equal weight of carbonate of soda and about 
J of nitre, in a crucible. When the mass is in a state 
of tranquil fusion, it is poured out, so as to leave the 
oxide of lead, as far as possible, at the bottom of the 
crucible. It is then dissolved in water, the solution 
acidulated with sulphuric acid, the precipitated sul- 
phate of lead filtered off, and the filtrate treated, as 
above, with hydrochloric acid and sulphurous acid. 
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It is necessary in this process that all the nitric acid 
from the nitre should either be expelled or decomposed, 
for otherwise part of the selenium will escape preci- 
pitation. • 

Or the solution of the fused saline mass is saturated 
with hydrochloric acid, chloride of ammonium added, 
evaporated to dryness, and the mass heated in a retort 
until the chloride of ammonium begins to sublime, 
when all the selenium is reduced. 


106. SELENIUM SOOT.» 

(Selenium with Selenides, Coal, Sand, &c.) 

' The black mass is moistened with sulphuric acid, 
thoroughly washed, fully dried and distilled from a 
porcelain or hard glass retort, with a strong heat, until 
most of the selenium passed over nearly pure. 

Th^ residue consisting of selenides, coal and other im- 
purities, is dissolved in hydrochloric acid 'with gradual 
addition of nitric acid, and while hot the copper 
and iron are precipitated by caustic soda, the solution 
filtered, and the selenium precipitated by saturating 
with sulphurous acid, or reduced by adding an excess 
of chloride of ammonium, evaporating to dryness and 
heating until the chloride of ammonium begins to sub- 
lime, when the alkaline salt is washed out. If the 
selenium is precipitated directly from the solution 
containing copper more or less of this metal is thrown 
down. 

In order to detect and separate the sulphur in the 
selenium, it is dissolved in very strong nitric acid, the 

* It collects in the chimneys where the copper ores are roasted 
at Mansfeld. It contains from 30 to 40 per cent, of selenium 
after it is washed and dried. 
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solution mixed with hydrochloric acid, heated for some 
time to boiling, and the sulphuric acid precipitated by 
chloride of barium. The excess of baryta in the fil- 
tered solution is then precipitated by sulphuric acid, 
and afterwards the selenium by sulphurous acid. 

In order to prepare selenious acid, the selenium is 
dissolved in nitric acid, carefully evaporated to dryness, 
and the acid sublimed in a retort. 

To prepare selenic acid, the selenious acid is satu- 
rated with pure carbonate of copper and chlorine passed 
into it until all the selenious salt is dissolved. The 
solution is then again saturated with carbonate of cop- 
per, concentrated by evaporation, and the selenate of 
copper precipitated by alcohol, the chloride of copper 
remaining in solution. The precipitate is first washed 
with alcohol, then dissolved in water and the copper 
precipitated by sulphuretted hydrogen. 


107. CLAUSTHALITE. (SELENIDE OF LEAD.) 

PbSe. 

The analysis is best effected, like that of tetrahedrite 
(No. 63), by means of chlorine-gas (Fig. 21). After the 
decomposition, the bulb is again weighed, in order to 
ascertain the amount of lead present. The greater part 
of the selenium is volatilized in the form of the solid 
chloride ; only a small quantity of the liquid chloride 
passes over at first. These are conducted into water, 
which is afterwards saturated with chlorine, in order 
to convert all the selenious acid into selenic acid ; the 
latter is then precipitated by chloride of barium, and 
the selenium determined as selenate of baryta ; 100 
parts of the latter correspond to 28.2 of selenium. 
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If the metallic selenides «re mixed or combined 
with the metallic sulphides, as, for example, in the na- 

Fig. 21. 


tive selenide of mercury which contains sulphide of 
mercury, the sulphuric acid and selenic acid formed in 
the analysis are precipitated together by chloride 
of barium, the precipitate ignited and weighed, A 
weighed quantity is then heated in a bulb-tube, through 
which a stream of dry hydrogen is passed, when the 
eelenate of baryta is reduced, with great facility, to the 
state of selenide of barium, while the sulphate of baryta 
remains unaltered. The selenide of barium is then ex- 
tracted with dilute hydrochloric acid. 

In the same way the other metallic selenides which 
occur as minerals may be analyzed, viz., the selenide 
of silver and lead, the selenide of cobalt and lead, 
and the selenide of mercury and lead. 

In order to obtain the selenium from the selenide of 
lead occurring in many places in the Hartz, the mineral 
is powdered, treated with dilute hydrochloric acid to 
remove the calcareous spar and spathic iron-ore, well 
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washed and dried. It is then very intimately mixed 
with an equal weight of carbonate of potassa contain- 
ing charcoal (calcined bi tartrate of potassa), covered 
with coarse charcoal-powder in a crucible, the cover of 
which is then luted on, and exposed for an hour to a 
moderate red heat. When cool, the mass, which contains 
all the selenium as selenide of potassium, is quickly 
powdered in a warm mortar, tl^rown on a filter, and 
washed with well-boiled hot water, as long as the 
washings are colored ; during this operation, the funnel 
should always be kept full of water, so that the mass 
may not come in contact with the air. 

The yellowish-red solution of selenide of potassium 
begins immediately to deposit upon its surface a film 
of selenium, the whole of which separates, after some 
days, in the form of a thin reddish-black crust; only 
a small quantity remains in solution in an oxidized 
state. It may afterwards be precipitated by heating 
the solution with sulphurous and hydrochloric acids. 

Since selenide of lead frequently contains selenide 
of silver, the carbonaceous mass remaining after the 
extraction of the selenide of potassium may be fused 
with carbonate of potassa and some nitre. A metallic 
button of argentiferous lead is thus obtained, from 
which the silver may best be separated by cupellation. 


108. CAST-IRON. 

For the detection and estimation of the foreign sub- 
stances, the total weight of which does not usually 
exceed 5 per cent., it is best to employ separate 
portions of iron. 

I. Carbon. — The total amount of carbon may be 
determined by burning the iron, in the state of very 
fine filings, with the aid of a slow stream of pure 
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oxygen, as in organic analysis; the carbonic acid 
which is produced being collected in a weighed potash 
bulb (Fig. 22). 

The who^p amount of carbon may be determined 
more accurately by dissolving the iron in water, with 
5 parts of iodine. The residue is filtered through as- 
bestos and afterwards ignited in a current of oxygen 
gas. Or it may be heated in a proper apparatus with 
six times its weight of bichromate of potassa and an 
excess of moderately concentrated sulphuric acid, 
when all the carbon is converted into carbonic acid. 
The iron may be treated at once in a similar manner. 

Fig. 22. 



Another quantity of the iron-filings is dissolved in 
dilute sulphuric acid, when the combined carbon is 
evolved in combination with hydrogen, while the 
graphite is left undissolved. In this operation, the 
gas may be conducted through a solution of acetate of 
lead, when the presence of sulphur is indicated by the 
precipitation of sulphide of lead. 

The residue insoluble in the acid is well washed, 
dried at 200°, and burnt, as above, in oxygen-gas. 
From the amount of carbonic acid, that of the graphite 
is calculated. 

II. Silicon. — The residue from the first carbon- 
determination, which contains all the silicon in the 
form of silicic acid, is dissolved in concentrated hydro- 
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chloric acid, the solution evaporated to dryness on the 
water-bath, the mass digested with dilute hydrochloric 
acid, and the silicic acid filtered oflF. 

III. Phosphorus. — From the solution filtered from 
the silica, the phosphoric acid is separated a« in 
No. 22. If the iron contain arsenic, it is obtained as 
arsenic acid, together with the phosphoric acid. 

Or a larger quantity of iron is dissolved in aqua- 
regia, precipitated with ammonia, filtered, dried without 
washing, mixed with about an equal portion of car- 
boniäte of soda, heated to redness for half an hour, the 
mass completely dissolved in water, the solution concen- 
trated and the phosphoric acid precipitated as in No, 9. 

The amount of phosphorus may be less accurately 
determined by heating the fine iron-filings to redness 
with 2 parts of nitre and 1-part of carbonate of soda, 
extracting the mass with water, acidifying the solution 
with hydrochloric acid, and adding excess of ammonia 
and sulphate of magnesia. 

IV. Arsenic. — The presence of arsenic may be de- 
tected by dissolving the iron in dilute sulphuric acid, 
filtering off the black residue, and digesting it with 
sulphide of ammonium. From the filtered solution 

Fig. 23. 



dilute sulphuric acid precipitates the pentasulphide of 
arsenic. The precipitate is dissolved in aqua-regia. the 
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nitric acid expelled by evaporation, and the arsenic 
reduced in Marsh's apparatus. 

The solution of iron filtered from the black residue 
is neutralized with carbonate of soda, mixed with a 
few drops of sesquichloride of iron, and then with 
acetate of soda, when arseniate of sesquioxide of iron 
is precipitated, may be easily decomposed by sulphide 
of ammonium. 

For the quantitative determination of the arsenic, 
the cast-iron is dissolved in hydrochloric acid, with 
gradual addition of nitric acid, the solution filtered 
from the carbon, and heated with sulphurous acid till 
all the sesquichloride of iron is converted into pro- 
tochloride; the excess of sulphurous acid is then 
expelled by heat, and the solution saturated with 
sulphuretted hydrogen, and allowed to stand for twenty- 
four hours in a closed vessel; the excess of gas is 
afterwards evaporated, and the precipitate filtered off. 

V. Copper. — This metal is contained in the preci- 
pitate produced as above, by sulphuretted hydrogen. 
After drying, it is distilled in a tube, when sulphide 
of copper remains behind. Or the sulphide of arsenic 
may be dissolved out by solution of potassa, or more 
completely, by solution of monosulphide of potassium. 

VI. Manganese. — The solution filtered from the 
precipitate produced by sulphuretted hydrogen, in V. 
is heated to the boiling-point, and the protoxide of iron 
entirely converted into sesquioxide by adding chlorate 
of potassa or hydrochlorite of soda. The oxide of 
manganese and sesquioxide of iron are then separated 
from each other by means of bicarbonate of soda, as 
in No, 25. 

VII. Aluminum. — The alumina is contained in the 
sesquioxide of iron which is then precipitated and may 
be separated from it as in No. 21. 

VIII. Magnesium and Calcium remain, together 
with the protoxide of mangsinese, in the solution fil- 
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tered from the precipitate produced bj bicarbonate of 
soda. {See No. 25.) 

IX. Chromium and Vanadium.— A large quantity 
of the iron-filings is ignited with 2 parts of nitre and 1 
part of carbonate of soda, the mass extracted with 
water, and the solution treated as in No. 100, when 
phosphoric and arsenic acids may likewise be sought. 
It is safer to employ for this purpose the carbonaceous 
residue obtained by dissolving a large quantity of the 
iron in dilute sulphuric acid. 

X. Molybdenum.— Sometimes this metal is ex- 
tracted, together with the arsenic, by sulphide of 
ammonium, from the black carbonaceous residue; in 
such a case, it is reprecipitated, together with the 
pentasulphide of arsenic, an adding an acid to the 
solution. If this precipitate be distilled in a tube, the 
sulphide of molybdenum is left behind. 

If the cast-iron is rich in molybdenum, it is dis- 
solved in aqua-regia and the molybdenum precipitated 
by hydrosulphuric acid, placing in the acid solution 
at the same time a piece of zinc, which renders the 
precipitation complete. 

XI. Sulphur. — The sulphur may be determined ap- 
proximately by evolving it as sulphuretted hydrogen, 
as in No. 1, when the iron is dissolved in dilute 
sulphuric acid. Or it exists as sulphuric acid in the 
solutions obtained at III. and VI., and may be precipi- 
tated by chloride of barium. Or a large quantity of iron 
may be dissolved in aqua-regia^ and the sulphuric 
acid formed may be precipitated from the diluted so- 
lution by chloride of barium. 

XII. Nickel and Cobalt may be detected in the 
solution from which the copper has been removed by 
sulphuretted hydrogen. This solution is r-eoxidized, 
and the sesquioxide of iron precipitated by carbonate 
of baryta, after which the nickel and cobalt are pre- 
cipitated by sulphide of ammonium. 
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For the detection of most of the admixtures, it is 
best to employ the black residue which is left on dis- 
solving the^ron in dilute sulphuric acid, and which can 
easily be prepared in considerable quantity. It con- 
tains silicic acid, carbon, carbide of iron, phosphide of 
iron, arsenide of iron, compounds of chromium and 
vanadium with iron, molybdenum, &c. 

The total amount of the carbon (phosphorus, 
arsenic, chromium, &c. ?) in iron may be separated by 
digesting the fine iron-filings with a solution of 
chloride of copper, when all the uncombined iron is 
dissolved, and copper precipitated in its stead. When 
the solution has been poured ofi^, the precipitated metal 
is digested, out of contact of air, with a neutral solution 
of sesquichloride of iron which redissolves the metallic 
copper. 

When this residue is digested with potassa, the 
latter dissolves a newly formed brown humus-like 
substance, together with phosphoric acid, arsenic acid, 
and silicic acid. Almost the whole of the silicic acid 
may be determined in this residue. 

It is yet to be ascertained whether this residue can 
be analyzed by heating in chlorine-gas. 


lOl ASH OP THE RBFINING-HBARTH. 
Crystallized« 8 FeO, SiO^. 

The analysis of pure crystals picked out of the mass 
is simple and easy, since they consist essentially only 
of protoxide of iron and silicic acid. They are finely 
powdered, and treated with hydrochloric acid and somie 
concentrated nitric acid until they are completely gela- 
tinized, the analysis being conducted as in the case of 
Lievrite. The sesquioxide of iron obtained is calculated 
as protoxide. 
18 
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The quantitative analysis of the ordinary compact 
slag is far more difficult and complex^ since it may 
contain, in addition to the above principal (Constituents, 
small variable quantities of tlie protoxides of copper, 
nickel, cobalt, and manganese, besides the oxides of 
chromium, molybdenum and vanadium, together with 
alumina, potassa, lime, magnesia, arsenic and phos- 
phoric acids. 

Several of these constituents can only be discovered 
by a qualitative analysis, for which a large amount of 
slag is employed. The process is conducted as fol- 
lows : — 

A pound of the slag, powdered as finely as possible, 
is intimately mixed with an equal weight of nitre, and 
as much carbonate of potassa,* and exposed for an hour, 
in a crucible, to a moderate red heat. The mass is 
finely powdered, boiled out with water, the solution 
filtered off, and the residue washed several times with 
hot water. 

The solution may contain, besides alkaline carbonates 
and nitrites, vanadic acid, chromic acid, molybdic acid, 
arsenic acid, phosphoric acid, silicic acid, and alumina. 
A yellow color indicates the presence of chromic acid. 

It is now carefully mixed with nitric acid, so that it 
may still remain alkaline, and any silica which may be 
precipitated is filtered off, A yellow color at this 
stage of the process denotes the presence of vanadic 
acid. The liquid is then evaporated to crystallization, 
and the greater part of the alkaline nitrate allowed to 
crystallize out in as cool a place as possible. The 
mother-liquor is poured oflf from the crystals, which 
are washed several times with a little perfectly cold 
water ; the washings are mixed with the mother-liquor, 
and acetate of lead added as long as any precipitate is 
produced. This precipitate contains all the substances 

* Perhaps smaller quantities of both might be employed. 


ASH OP THE REFINING HEARTH. 207 

above enumerated, in combination with oxide of lead. 
It is filtered off and washed once or twice. 

Chromic* and vanadic acids cannot be completely 
separated from oxide of lead by means of sulphurio 
acid. The precipitate is therefore treated, while still 
moist, with a mixture of fuming hydrochloric acid and 
strong alcohol, with which it is heated nearly to ebul- 
lition, when all the lead and silica are separated in an 
insoluble state, and the metallic acids are converted 
into green chlorides, and dissolved together with the 
phosphoric and arsenic acids. The chloride of lead is 
filtered off and washed with alcohol ; the green solu- 
tion is evapt)rated to the consistency of a syrup, mixed 
with a slight excess of a concentrated solution of po- 
tassa, and chlorine passed into it until the metallic 
oxides have redissolved in the form of acids, imparting 
a yellow color to the solution.* The liquid is then 
neutralized with ammonia, concentrated as far as pos- 
sible by evaporation, allowed to cool, and a fragment 
of chloride of ammonium placed in it, so large as not 
to be entirely dissolved. The vanadic acid is thus 
almost completely precipitated as an ammonia salt, in 
the form of a white or yellow crystalline powder. 
After twenty-hours it is filtered off and washed, first 
with a saturated, solution of sal-ammoniac, afterwards 
with alcohol. It may be purified by dissolving in 
boiling water with the addition of some ammonia.t 

* Phosphate of alumina may precipitate here, and must be ana- 
lyzed separately. (^See No. 19.) 

t It is possible that, if molybdenum be present, a yellow com- 
pound of phosphoric acid, molybdic acid and ammonia might be 
precipitated here. It is insoluble in hot dilute nitric acid. This 
circumstance might be made use of for separating the molybdio 
acid at once from the solution after-treatment with chlorine. The 
solution would be mixed with ammonia, and afterwards boiled, 
with addition of nitric acid in slight excess, when the compound 
would separate as a yellow powder. It contains 3 per cent, of phos- 
phoric acid. 
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When dry, it is very gradually heated in a shallow 
platinum dish to expel the ammonia, and the residual 
vanadic acid is fused at a low red heat. If pure, it 
solidifies, on cooling, to a dark brown-red, very 
crystalline mass. 

The solution filtered from the vanadate of ammonia 
is mixed with ammonia, and afterwards with a solution 
of chloride of magnesium, which precipitates all the 
phosphoric, and most of the arsenic acid. After 
twenty-four hours, the precipitated double salts are fil- 
tered oft* washed with dilute ammonia, dissolved in 
hydrochloric acid, the solution heated to 50°, and the 
arsenic precipitated by a stream of sulphui^tted hydro- 
gen-gas. In the filtrate from the sulphide of arsenic, 
the phosphoric acid may again be precipitated as a 
double salt by adding ammonia. 

The solution filtered from the magnesia precipitate, 
which still contains the chromic and molybdic acids, 
is saturated with sulphuretted hydrogen and heated, 
when all the chromium is precipitated as green sesqui- 
oxide. 

From the solution filtered from this precipitate, the 
ftiolybdenum is precipitated by dilute sulphuric acid 
as a brown sulphide of molybdenum, from which, 
when heated in a tube, a mixture of sulphur and sul- 
phide of arsenic sublimes, while black lustrous MoS^ 
remains behind. 

The residue of sesquioxide of iron which is left 
after ignition with nitre and alkali, and extraction 
with water, is partly dissolved by digestion with con- 
centrated hydrochloric acid, and if sulphuretted hydro- 
gen be passed through the solution, the copper will be 
precipitated. 

The solution filtered from the precipitate is heated 
to the boiling-point, and a sufficient quantity of 
chlorate of potaasa gradually added, to convert the 
protochloride of iron into sesquichloride. The small 
quantities of nickel, cobalt, and manganese which are 
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present may be detected 6y precipitating the solution 
either with excess of ammonia or with carbonate of 
lime, when those metals remain in solution and may 
be precipitated by sulphide of ammonium. 


110. GLASS. 

Silicates of CaO, and KO or NaO, frequently also, of 

PbO. 

Two analyses are made, one by fusion with an 
alkaline carbonate, for the determination of silicic 
acid ; the other by decomposing the glass with hydro- 
fluoric acid, in order to estimate the alkali. 

I. The very finely-powdered glass fused with three 
times its weight of carbonate of potassa and soda 
(No. 10), the mass softened in water, dissolved in 
dilute hydrochloric acid, evaporated to dryness, redis- 
solved in water, acidulated with hydrochloric acid, 
the silica filtered ofif and washed. 

From the solution, the small accidental impurities 
of sesquioxide of iron, oxide of manganese, and 
alumina, which are usually contained even in white 
glass, are precipitated by ammonia, after the solution 
has been mixed with some chlorine-water to perox- 
idize the protoxide of manganese. 

The lime is afterwards precipitated by oxalic acid, 
and the solution filtered from the oxalate of lime is 
tested for magnesia, which may, moreover, have been 
precipitated with the alumina. 

If the glass contain oxide of lead, that metal is pre« 
cipitated by sulphuretted hydrogen from the solution 
filtered from the silicic acid. 

II. For the determination of alkalies, a second quan- 
tity of the very finely-powdered glass is decomposed 
by hydrofluoric acid, or by ignition with carbonate of 
baryta, as in the analysis of feldspar, the subsequent 

18* 
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process being also conducted as in that analysis, so 
that the other bases may, if necessary, be again deter- 
mined here. 


111. CLAY. 

S AI3O3, 4 SiO, + 6 HO, with variable quantities of 
KO, MgO, FeO, MnO, Feldspar, Sand, &c. 

The water is determined by igniting the clay pre- 
viously dried at 100°. 

I. The clay is heated with concentrated sulphuric 
acid, the greater excess of acid evaporated, the residue 
dissolved in concentrated hydrochloric acid, by the aid 
of heat, and the silicic acid filtered off. If the clay 
contain an admixture of sand or feldspar,, the silica is 
dissolved in a boiling concentrated solution of carbo- 
nate of soda, when the sand and feldspar remain un- 
dissolved. 

The hydrochloric solution is considerably diluted, 
and gradually neutralized with carbonate of soda, as 
in No. 25, so that sesquioxide of iron and alumina are 
precipitated, while protoxide of manganese, lime, and 
magnesia, remain in solution as bicarbonates. The 
separation of alumina and sesquioxide of iron is then 
effected as in No. 21, that of the other bases as in No. 
25. 

II. The clay is fused with three times its weight of 
carbonate of potassa and soda {see No. 10), the fused 
mass dissolved in dilute hydrochloric acid, the solu- 
tion evaporated to dryness, the residue dissolved in 
water containing hydrochloric acid, and the solution 
filtered off'. 

The separation of the other bases contained in the 
ßolution is then effected as in I. 

III. For the determination of the alkali, a separate 
portion of the day is decomposed by fusion with hy- 


LIMESTONE. 211 

drate or carbonate of baryta, and the process conducted 
as in No. 80, the baryta and the other bases being pre- 
cipitated from the solution by a mixture of ammonia 
and carbonate of ammonia; after gently heating, the 
precipitate is filtered off, the solution evaporated, and 
the residue ignited, when chloride of potassium and 
chloride of sodium are left. Or the analysis may be 
made with a mixture of hydrofluoric acid and hydro- 
chloric acid. 


112. COMMON LIMESTONE, HYDRAULIC LIMESTONE, 

MARL, 

Carbonates of CaO, MgO, FeO, MnO, with Clay con- 
taining alkali, and sometimes 3 CaO, PO3. 

I. For tie detection of the alkali, large fragments of 
the mineral, when it contains carbonate of lime in pre- 
dominating quantity, are placed in a charcoal fire, and 
heated for half an hour to whiteness, when the clay, 
which contains the alkali, is decomposed. 

The ignited mass is carefully freed from adhering 
ash, powdered, exhausted with water, the solution mixed 
with some carbonate of ammonia, evaporated, the pre- 
cipitated carbonate of lime filtered off, the solution 
acidified with hydrochloric acid, evaporated to dryness, 
and the residual chloride of potassium or sodium 
heated to dull redness. If both salts be present, they 
are separated by bichloride of platinum. 

II. From a portion of the mineral which has been 
dried at 100° and weighed, the water is expelled by 
ignition in a glass tube, and its quantity determined 
by collecting it in a weighed chloride-of-calcium tube. 

III. The carbonic acid may be expelled from ano- 
ther portion of the mineral by nitric acid in the appa- 
ratus employed for testing potashes, and its amount 
determined directly by the loss of weight. (Fig. 24.) 
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Or a weighed quantity of the substance is fused 
witü about four parts, accurately weighed, of vitrified 
borax, in a platinum crucible, when all the carbonic 

Fig. 24. 



acid is expelled, and its amount may be determined 
from the loss of weight, or if the water is expelled at 
the same time it must be taken into account in the 
calculation. (See No. 7.) 

IV. Another very finely powdered portion is di- 
gested with very dilute nitric acid, which dissolves the 
carbonates, together with the phosphate of lime, leav- 
ing the clay, which is filtered oflf, ignited and weighed. 
It is then analyzed as in No. 111. 

The separation of the other constituents present in 
the solution is effected as in No. 13. 


113. IODIDE, BROMIDE, AND CHLORIDE OF SODIUM. 

The solution is mixed with nitrate of protoxide of 
palladium, when all the iodine is precipitated as dark 
brown iodide of palladium, the bromide of palladium 
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remaining in solution because chloride of sodium is 
present. After the lapse of twelve hours, the precipi- 
tate is collected upon a weighed filter, dried over oil 
of vitriol, or at a temperature not exceeding 80°, and 
weighed. 

The excess of palladium in the filtrate is separated 
by means of sulphuretted hydrogen, in order to pre- 
vent the formation of a precipitate containing palladium 
upon the subsequent addition of nitrate of silver. The 
excess of sulphuretted hydrogen is then removed from 
the solution by sulphate of sesquioxide of iron, and 
the filtrate mixed with nitrate of silver, when a pre- 
cipitate of chloride and bromide of silver is formed, 
which is collected, washed, dried, and fused. A quan- 
tity of this precipitate, weighed in a bulb- tube, is fused 
in a current of dry chlorine until bromine vapor ceases 
to be evolved, and the tube changes no longer in 
weight. Before weighing, every trace of chlorine 
must be removed from the bulb. 

A simpler method consists in pouring water over 
the weighed mixture of bromide and chloride of silver, 
adding a few drops of hydrochloric acid, and a frag- 
ment of zinc. In twenty-four hours the silver is com- 
pletely reduced ; it is rubbed to powder, boiled with 
water containing hydrochloric acid, afterwards washed 
with pure water, ignited and weighed. 

The difierence between the equivalents of chlorine 
and bromine is to the equivalent of bromine, as the 
difierence between the amounts of chloride and bromide 
of silver employed, and the amount of chloride which 
the reduced silver ought to yield, is to the amount of 
bromine present. 

For example: 200 parts of a mixture of equal 
weights of chloride and bromide of silver gave, when 
reduced, 132.73 of silver, which would yield 176.31 of 
chloride of silver. 

Difierence between the equivalents of chlorine and 
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bromine=44.5. DiflFerence obtained« 23.69. Then 
44.5 : 80« 28.69 : x (=42.5 bromine). 

By the same indirect method, the amount of iodine 
contained in a mixture of iodide with chloride or bro- 
mide of sodium may be determined. 

The iodine may also be determined in a mixture of 
chloride and iodide of potassium or sodium, by adding 
a solution of sulphate of copper mixed with sulphurous 
aci'd, when the iodine is precipitated as white subiodide 
of copper, which is then washed. 

This method is also applicable for the approximative 
separation of iodine ana bromine. 

In order to detect iodic acid with nitric acid {in 
nitrate of soda), a little silver is dissolved in it. All 
the iodine remains as insoluble iodide of silver. 


114. CRUDE COMMON SALT. 

I. A weighed quantity of the moist salt is dried for 
some time at about 100°, then heated to about 300° in 
a covered crucible, and the water determined from the 
loss. 

II. For the estimation of the sulphuric acid, the salt is 
dissolved in water (when any insoluble impurities are 
left), the solution slightly acidified with hydrochloric 
acid and precipitated by chloride of barium. 

III. The lime is determined in a larger quantity of 
the salt, by precipitating it from its solution by oxalate 
of ammonia, and filtering off* the oxalate of lime when 
it has subsided. 

IV. The filtrate is concentrated by evaporation and 
mixed with ammonia and phosphate of soda to preci- 
pitate the magnesia; after the lapse of twenty-four 
hours, the precipitate is filtered off and washed with 
ammonia. 
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V. The very small quantity of potassa which is 
usually present, may be detected by concentrating the 
solution of a large quantity of the salt so that a great 
part of the chloride of sodium may crystallize out ; the 
potassium is then precipitated from the mother-liquor 
with bichloride of platinum. 

VI. The bromine may be detected by passing chlo- 
rine into the mother-liquor obtained from a large 
quantity of the saline solution, and agitating the liquid 
with ether, which takes up the bromine, and thence 
acquires a yellow color. The bromine may then be 
converted into bromide of ammonium by adding am- 
monia. 

VII. In order to detect the iodine, the mother-liquor 
is mixed with some starch-paste, and weak chlorine- 
water added drop by drop ; or the vapor of bromine 
or of nitrous acid may be allowed to flow on to the 
surface of the mixture. 

For the quantitative determination of iodine and 
bromine, see No. 113. 


115. INCRUSTATIONS FROM SALT-PANS. 

NaCl,— NaO, SO3,— CaO, SO3,— MgO, SO^,— CaO, CO^ 

MgO, 00,. 

I. A weighed portion is heated nearly to redness in 
order to determine the water. 

n. Another portion is finely powdered and boiled 
with water, the residual carbonates of lime and mag- 
nesia filtered ofi', washed with hot water, and the two 
bases separated as in No. 12. This residue sometimes 
contains iron and manganese. 

III. The filtrate is mixed with chloride 'of ammo- 
nium, and the lime precipitated by oxalate of ammo- 
nia. {See No. 12.) 
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IV. The solution filtered from the precipitate is 
mixed with ammonia, and the magnesia precipitated 
by phosphate of soda. {See No. 6.) 

V . Another portion of the incrustation is dissolved 
in hot dilute hydrochloric acid, and the sulphuric acid 
precipitated by chloride of barium (No. 3). 

VI. A smaller quantity is dissolved in dilute nitric 
acid, and the chlorine precipitated by nitrate of silver 
(No. 1). 

VII. The sodium and soda are calculated from the 
loss. 

VIII. In order to detect a small quantity of sulphate 
of potassa, a large quantity of the incrustation is 
finely powdered, boiled with an excess of hydrate of 
baryta, the solution filtered off, the lime and baryta 
precipitated by a mixture of ammonia and carbonate 
of ammonia, the filtrate acidified with hydrochloric 
acid and evaporated to dryness ; the residue is ignited, 
dissolved in water, and the solution treated with bi- 
chloride of platinum. 

In this process also, the soda which previously 
existed as sulphate, may be obtained in the form of 
carbonate. 


116. MINERAL WATERS, WELL-WATERS, SALINE 

SPRINGS. 

It is supposed that the analyst has an unlimited 
quantity of water at his disposal, so that separate 
portions may be employed for the determination of 
most of the individual constituents. For the estima- 
tion of those substances which are present in large 
quantity, small portions of water must be employed, 
larger quantities being taken for such constituents as 
exist in small proportion. 

I. The specific gravity is first determined, in order 
to ascertain, by calculation, the weight of 10, 50, or 
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100 cub. cents, or grain measures of water, so tliat the 
quantities of water employed may be determined by 
measure. 

II. Oarbonic acid and aulpkurelted hydrogen-gases. — 
The apparatus represented by Fig. 25 is used to deter- 
mine the quantity of the air (nitrogen and oxygen) 
existing in the water. 

Fig. 2S 


A flask of the capacity of 2 or 8 litres is filled with 
the water as well as a tube suitable to collect the gases. 
When the apparatus is thus completely filled with 
water, the extremity of the bent tube is fastened under 
a graduated bell-glass full of mercufy, and arranged 
over a mercury trough. The water is gently heated 
until it boils, and the air passes 63' with the stream 
and the quantity is seen in the graduated bell-jar. 

The apparatus just described gives sufficiently exact 
results, when only the relation of the nitrogen and 
oxygen dissolved in the water is to be determined. 
It presents serious difficulties when carbonic acid is 
also to be determined; the water which is condensed 
in the tube being found in a sufficient quantity 
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to dissolve this acid again in part or wholly. This 
difficulty may be avoided by making a very simple 
modification. A flask of the capacity from 400 to 
500 cubic centimetres is used arranged as before. 

Fig. 26. 



The apparatus being completely free from air, a 
caoutchouc tube is placed upon the end of the delivery 
tube to pass to the top of the small graduated bell- 
glass and kept there at a certain height. 

The height is regulated on the supposed volume of 
gas that boiling furnishes. It is at first gradually 
heated so as to cause a small quantity of water to pass 
out from the flask, the volume of which is accurately 
measured and subtracted from the first volume taken ; 
the delivery tube is then placed under the bell-jar, after 
which the temperature is gradually increased till the 
boiling point is reached. The bell-jar being nearly 
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filled with gas and water which are evolved, the heat 
is instantly removed; a vacuum results from this 
which causes the return of condensed vapor into the 
flask. This absorption taking place, it is again heat- 
ed. A certain qa^utity of gas is evolved which is 
added to that wLloh the bell-glass already contains ; 
when this is nearly full, the lamp is removed to 
determine the new absorption. This operation is re- 
peated three or four times until the volume of the gas 
remains stationary. The caoutchouc tube is drawn 
down the bell-jar into the mercury so that the 
upper portion contains only the gases which were in 
solution in the water with a very small quantity of 
this liquid, which may be greatly diminished by intro- 
ducing at the end of the operation some fragments of 
fused chloride of sodium. At length the gases con- 
tained in the bell-glass iire measured, and the pro- 
portion of carbonic acid is determined by absorbing it 
by means of potassa. 


Fig. 27. 


-rt 



Sulphuretted hydrogen, — The water may contain 
sulphur in two forms, either combined with hydrogen 
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in the state of free hydrosulphuric acid, or combined 
with an alkaline metal (sulphide of sodium, potas- 
sium, &c.). 

The sulphur of the hydrosulphuric acid, and that of 
the alkaline sulphides are in general determined at the 
same time by a method depending upon the decom- 
position of these compounds by free iodine and upon 
the coloration that the slightest possible trace of iodine 
in excess communicates to starch. A standard solu- 
tion of iodine is made containing 1.27 grams of the 
iodine to a litre. 1 litre of this solution precipitates 
0.16 gr. of sulphur, consequently, 1 cubic centimetre 
of it precipitates 0.00016 gr. A definite volume of 
sulphur water being placed in a Bask a small quantity 
of starch is added to it ; by means of a graduated 
cylinder, Fig. 27, the standard solution of iodine is 
gradually poured into the water, shaking the flask; a 
drop of iodine in excess colors the liquid permanently 
blue. 

III. The total weight of the fixed constituents is ascer- 
tained by evaporating a measured quantity of the 
water to dryness, and carefully heating the residue to 
about 200°. Should the water contain much chloride 
of magnesium, an error will result from the partial 
decomposition of that salt, hydrochloric acid and 
magnesia being produced; this may, however, be 
avoided by dissolving a weighed quantity of pure 
ignited carbonate of soda in the water before eva- 
porating. 

IV. The carbonates of protoxide of iron, protoxide of 
manganese, lime and magnesia, held in solution by free 
carbonic acid, are precipitated when a large quantity 
of water is boiled for an hour in a flask. The pre- 
cipitate is filtered off, dissolved in hydrochloric acid, 
the sesquioxide of iron precipitated by ammonia, and 
the protoxide of manganese, lime and magnesia sepa- 
rated as in No. 25. 
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V. The silicic acid is left undissolved on treating 
the residue obtained by evaporation, with dilute hy- 
drochloric acid. Should the water contain carbonate 
of soda, it must be acidulated with hydrochloric acid 
previously to evaporation. If gypsum be present, a 
large quantity of water must be employed to redis- 
solve it. 

VI. Boracic acid may be detected by mixing the 
water with carbonate of soda, concentrating by eva- 
poration to a small bulk, and acidifying with hydro- 
chloric acid; if turmeric-paper be dipped in this 
solution, and dried, it will become brown if boracic 
acid be present. 

VII. The presence of nitric acid may be detected 
by adding to the partially evaporated water or to the 
residual salts, a few drops of water, colored with a 
solution of sulphate of indigo, and mixed with some 
hydrochloric acid, which has been boiled. On boiling, 
the solution will be decolorized. 

Some other bodies, especially free chlorine, have 
the same bleaching effect. 

Or if the concentrated solution is mixed with 
several times its volume of pure strong sulphu'ric acid, 
the mixture allowed to cool, and then a few drops of a 
concentrated solution of sulphate of protoxide of iron 
cautiously added so that the fluids do not mix, a red- 
dish purple or dark-brown stratum is produced ac- 
cording to the quantity of the acid present. Or the 
very concentrated solution may be heated with metallic 
copper and concentrated sulphuric acid, when yellowish 
red vapors of nitrous acid make their appearance. 
Or the dry residue may be mixed with anhydrous 
sulphate of copper or oxide of lead, and heated in a 
tube. If pieces of paper moistened with sulphate of 
protoxide of iron are held in the tube, they will be 
colored yellow or brown if nitric acid is present. 

A very sensitive reaction consists in mixing the salt 

19* 
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with some starch paste containing iodide of potassium 
and sulphuric acid. A small piece of bright zinc is 
placed in the mixture which reduces the nitric acid 
to jiitrous, and gives the iodine reaction. 

VIII. The chlorine is precipitated by nitrate of 
silver after acidifying the water with nitric acid ; the 
precipitate is treated as in No. 1. 

IX. Bromine and iodine, present only in very 
small quantity, can only be detected and estimated in 
large quantities of water, or in the mother-liquid. 
They are recognized as in Nos. 113 and 114. If 
the quantity of iodine present is very small a few 
drops of pure iodide of potassium and hydrochloric 
acid are added to the water, and the amyl reaction made. 
In order to concentrate the bromine, the water may be 
evaporated to dryness, and all the bromide of sodium, 
with but little chloride, extracted from the residue by 
absolute alcohol. When the alcohol has been evapo- 
rated or distilled off) the residue is dissolved in water, 
and a small quantity of nitrate of silver added, with 
constant stirring, so that only 'about i of the chlorine 
may be precipitated as chloride of silver ; the precipi- 
tate which contains all the bromine is weighed, and a 
certain portion of it analyzed as in No. 114. 

X. The sulphuric acid is precipitated by chloride of 
barium from the water slightly acidified with hydro- 
chloric acid. 

XI. Potassa and soda. — The water is evaporated to 
about one-half, and mixed, without filtering, with ex- 
cess of baryta- water ; the mixture is allowed to cool, 
and carbonate of ammonia added ; in this way, the sul- 
phuric acid, lime, and excess of baryta are precipitated. 
The filtrate is acidified with hydrochloric acid, evapo- 
rated to dryness, and the residue, which is a mixture 
of chloride of sodium, chloride of potassium, and 
chloride of magnesium, is then cautiously heated to 
redness. The three metals are separated as in No. 1 1. 
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XII. Carbonate of soda. — ^The water is boiled for a 
long time, the precipitated earthy carbonates filtered 
off) and the filtrate divided into two equal parts. In 
one of these, previously acidified slightly with nitric 
acid; the chlorine is determined by precipitation with 
nitrate of silver. The other portion is mixed with a 
slight excess of hydrochloric acid, evaporated to dry- 
ness, and the residue heated nearly to redness ; it is 
then dissolved in water and precipitated by nitrate of 
silver. The difference between this amount of chloride 
of silver and the former, corresponds to the quantity 
of carbonate of soda which was contained in the 
water. 

XIII. Lime, — In the solution filtered from the pre- 
cipitate obtained in IV., the lime is precipitated by 
oxalate of ammonia, after addition of ammonia. {See 
No. 12.) 

XIV. Magnesia. — The solution filtered from the 
lime-precipitate is concentrated by evaporation, al- 
lowed to cool, mixed with concentrated ammonia, and 
the magnesia precipitated by phosphate of soda. {See 
No. 6.) 

XV. Lithia, — The lithia is best obtained from the 
mother-liquid according to the method given in XI. 
The solution filtered from the precipitate is mixed 
with phosphate of soda, evaporated to dryness, and the 
residue treated with a very small quantity of water, 
when phosphate of soda and lithia is left, which 
should, however, be tested for magnesia. 

Or the mother-liquor may be evaporated to dryness 
with excess of carbonate of soda, the residue extracted 
with hot water, the filtered solution mixed with phos- 
phate of soda and evaporated to dryness. 

XVI. Slrontia may be sought in the ferruginous and 
calcareous stalactites and ochreous deposits from 
waters containing carbonic acid. 

XVII. Phosphoric acid. — The foregoing remark ap- 
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plies also to the phosphates. Or a large quantity of 
water may be evaporated to a small bulk, mixed with 
ammonia, the precipitate filtered off^ dissolved in nitric 
acid, and tested for phosphoric acid with molybdate 
of ammonia. 

XVIII. Arsenic acid, in combination with lime or 
sesquioxide of iron, must likewise be sought, in the 
stalactites or ochres from such waters, with the aid of 
Marsh's apparatus. {See Poisoning by Arsenic.) 

XIX. Antimony and copper, to be tested for in the 
deposit, by sulphuretted hydrogen. 

XX. Fluorine, also contained in the deposit as 
fluoride of calcium. Or it may be sought in the pre- 
cipitate obtained by ammonia in XYII., a part of 
which should be dried and moistened with concentrated 
sulphuric acid in a platinum crucible covered with a 
glass-plate coated with wax and marked in order to 
test for fluorine. {See No. 82.) 


117. SOILS. 

The ordinary constituents of soils, which differ 
much in different soils, and are very variable in quan- 
tity, are salts of chlorine, sulphuric acid, phosphoric 
acid, silicic acid, carbonic acid, nitric acid, with potassa, 
soda, ammonia, lime, magnesia, alumina, protoxide 
of manganese and protoxide of iron, together with 
sand and organic matters consisting of the cfeim of 
plants, and of the humous substances produced by 
their decay. 

Some of these constituents are soluble in water. 

Others are insoluble in water, but soluble in dilute 
acids, as, for example, the carbonates and phosphates 
of lime and magnesia. 

The remainder are insoluble even in dilute acids; 
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tbese consist of quartz and of particles of feldspar, 
mica, and hornblende arising from the disintegration 
of different kinds of rock. 

The soil to be examined is collected from different 
parts of the field, well powdered, allowed to dry in the 
air, and uniformly mixed. 

It is most convenient to determine the greater num- 
ber of the constituents in separate portions of the soil. 

I. Water. — A weighed portion of air-dried soil is 
heated to 100^, and retained at that temperature till its 
weight is constant. In this way the amount of hygro- 
scopic water is ascertained. 

In order to determine the combined water in the 
salts, clay, &c., the soil may be heated to 200° or 300°, 
when the ammonia also may be expelled. 

II. Organic matters. — The dry soil is ignited with 
access of air, moistened with carbonate of ammonia, 
and again heated nearly to redness. The loss in 
weight (ammonia and nitric acid being taken into ac- 
count) indicates the total amount of organic matter. 

The amount of nitrogenized organic matter can only 
be determined by ultimate analysis, when the ammonia 
and nitric acid must not be neglected in the calcula- 
tion. 

Certain organic substances, such as fatty and resinous 
matters, may be extracted from the dried soil by hot 
alcohol and ether. 

The humous substances may be extracted by boiling 
the soil with solution of potassa; they are separated, 
though not completely, from the brown filtered solution, 
in the form of a brown precipitate, on adding hydro- 
chloric acid. 

III. Amntonia. — The soil is distilled with solution 
of soda, and the ammonia collected and determined as 
in No. 5. 

IV. Nitric acid. — The analyst must be satisfied with 
the qualitative detection of nitric acid. The soil is ex- 
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tracted witb water, the filtered solution evaporated to 
a small bulk, and the reactions made, given under 
nitric acid, No. 116. 

V. The constituents soluble in water, — A large quan- 
tity of the air-dried soil, from 1000 to 20uO grammes, is 
heated nearlv to ebullition, with water, for a consider- 
able time; the residue is filtered off and thoroughly 
washed with hot watet. The whole liquid is evaporated 
to about its original volume, carefully weighed or 
measured, and separate portions of it, weighed or 
measured off, are employed for the determination of 
the following constituents. 

a. The total weight of the portion soluble in water 
is ascertained by evaporation to dryness. 

6. Sulphuric add is precipitated by chloride of 
barium from the solution acidified with hydrochloric 
acid. 

c. Chlorine is precipitated by nitrate of silver, after 
acidification with nitric acid. 

d. Silicic acid. — The solution is mixed with hydro- 
chloric acid, evaporated to dryness, the residue ex- 
tracted with dilute hydrochloric acid, and the silica 
filtered off. 

e. Lime, magnesia, alumina, protoxide of iron, and^o^ 
oxide of manganese may be contained in the filtrate from 
d; they may be separated as in No. 81. 

/. Potassa and soda, — The solution is mixed with 
hydrochloric acid, evaporated to dryness, the residue 
dissolved in a little water, baryta- water added in excess, 
the mixture digested for some time, filtered off, and 
the baryta and lime precipitated from the filtrate by 
carbonate of ammonia. The solution filtered fron^ 
these can contain only potassa and soda, which are es- 
timated as chlorides, and are separated as usual. 

g. Phosphoric acid, which can only be present if the 
solution contain no lime, &c., is precipitated as phos- 
phate of magnesia-ammonia. 
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VI. Constituents insohible in water, but soluble in 
dilute hydrochloric acid. — From 50 to 100 grms. of the 
residue obtained in V. (previously washed, dried, 
and uniformly mixed), are weighed off, mixed with 
water, in a flask, to a thin paste, heated, and hydro- 
chloric acid gradually added until the effervescence 
ceases; the mixture is then heated for some time, with 
frequent agitation, the insoluble residue filtered off 
and well washed. The solution is concentrated by 
evaporation, weighed or measured, and divided into 
separate portions for the different determinations. If 
the soil contain much organic matter, it must be feebly 
ignited with access of air previously to the extraction 
with hydrochloric acid. 

a. Silicic acid. — The solution is evaporated to dry- 
ness with addition of some nitric acid. 

5. Sulphuric acid. — From a weighed portion of the 
acid solution, filtered from the silica, the sulphuric 
acid is precipitated by chloride of barium. 

c. Alkalies. — Another portion of this solution is 
treated as in V.,/> with baryta- water. 

d. Phosphoric acid, lime, magnesia, alumina, protoxide 
of manganese, and protoxide of iron, are separated and 
determined in the greater portion of the solution 
filtered from the silica, according to the method given 
in No. 26. 

e. The carbonic acid, may bp determined in a separate 
portion of the washed soil, as in alkalimetrical exa- 
minations. 

/. A small quantity of copper and arsenic some- 
times contained in the soil may be determined by a 
special experiment. {See No. 26.) 

VII. Constituents insoluble in dilute hydrochloric acid. 
— A small quantity (about 5 or 10 grms.) of the 
residue obtained in VI., is heated with several times its 
weight of concentrated sulphuric acid, until the 
greater part of the acid has been expelled. By this 
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treatment tbe clay is decomposed. The nearly dry 
residue is digested with dilute hydrochloric acid, the 
solution filtered off, and analyzed as above, omitting 
the determination of silicic acid. "* 

The residue left by hydrochloric acid is boiled for a 
long time with a concentrated solution of carbonate of 
soda, which dissolves the silica separated by the sul- 

Ehurio acid. The filtered solution is acidified with 
ydrochloric acid, evaporated to dryness, and the 
silica filtered offl 

The portion insoluble in carbonate of soda may be 
a mixture of sand, feldspar, and other minerals not 
decomposed by sulphuric acid, which maybe separated 
to some extent with the aid of a magnifier. In order 
to decompose them they must be treated as in the 
analysis of feldspar, No. 80. 

The greater part of the residue obtained in VI., pre- 
viously to treatment with sulphuric acid, may be 
mechanically separated, with tolerable accuracy, into 
its constituents, by levigation. The residue is stirred 
up with much water by means of a feather, and the 
finer suspended portions, consisting chiefly of clay, are 
repeatedly poured off until only the grains of sand, 
feldspar, &c., remain behind. 


118. ASHES OP PLANTS* 

Salts of KO, NaO, CaO, MgO, AI3O3, Fe.O, and MnO, 

with CI, F, SO3, 00^ and SiO,. 

Manganese does not occur in all ashes, and is 
seldom present in sufficient quantity to determine. 
Fluorine has been hitherto found only in the stalks of 
some of the Graminaceee. Alumina is an essential con- 
stituent of the ashes of the LycopocHace«, but is 

* Bj Professor Städeler. 
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seldom present in appreciable quantity in other ashes- 
Even iodine, bromine, oxide of copper, and titanic 
acid have been found, though generally in very minute 
quantities, in some ashes. 

The process of analysis differs according as the 
ashes do or do not contain more phosphoric acid than 
is requisite to combine with the sesquioxide of iron, 
protoxide of manganese, lime, magnesia, and alumina. 
To the former (containing more phosphoric acid) belong 
those of seeds, to the latter, those of woods, succulent 
plants, &c. 

I. Ashes of seeds. — About 50 grms, of the seeds 
which have been dried in the air, or at 100°, are 
thoroughly carbonized by gentle ignition in a pla- 
tinum crucible; the carbonaceous mass is powdered, 
moistened with water, and exposed for some time to 
the air, when the sulphides are converted into 
sulphates ; it is then digested with concentrated acetic 
iieid, water added, the mixture filtered, and the residue 
washed with hot water till the washings are only 
slightly acid to test papers. The carbonized mass is 
thus entirely, or almost entirely, freed from metallic 
ehlorides; it is introduced, while yet moist, into a pla- 
tinum crucible, and incinerated as far as possible by a 
protracted gentle ignition. (At a bright red heat, 
|)hosphide of platinum is formed and the crucible 
corroded.) Finally, a few drops of concentrated 
nitric acid are added to the ash, which is then ignited 
in the crucible, the cover of which is placed against 
its mouth, until the last traces of carbon are burnt off, 
and a perfectly white ash remains. This ash is added 
to the saline mass obtained by evaporating the acetic 
solution ; the mixture is gently ignited to decompose 
the acetates, and weighed. 

The ash is dissolved by nitric acid in a carbonic 
acid apparatus, and the carbonic acid determined from 
the loss. 
20 
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The solution is mixed with 10 or 12 yolumes of 
water, and the residue, consisting of undissolved silica 
(sometimes also of sand) and charcoal, is collected upon 
a filter (previously dried at 100°), weighed, carefully 
removed from the filter, and digested with very dilute 
solution of soda, which readily dissolves all the silica, 
except that present in the form of sand; the residue 
of sand and charcoal is collected upon the filter 
previously emploved ; its weight, after being dried at 
100°, is deductea from the total weight of the ash. 
The weight of the silicic acid is determined from the 
loss. 

From the filtered solution containing the saline 
constituent, the chlorine is precipitated by nitrate of 
silver, an excess of the precipitate removed by hydro- 
chloric acid, the sulphuric acid precipitated by 
chloride of barium, and the excess of baryta separated 
by careful addition of sulphuric acid. 

The filtrate is evaporated to dryness, the residue 
treated with concentrated hydrochloric acid, and di- 
gested with it for some time, in order completely to 
expel the nitric acid, and to convert any pyrophos- 
phoric acid into the tribasic form. The hydrochloric 
acid is expelled as far as possible, a sufficient quantity 
of water afterwards added, and the solution filtered 
from the undissolved silica, which is ignited, weighed, 
and calculated together with that previously obtained. 

From the solution, the iron, manganese, alumina, 
lime, and magnesia, are precipitated by ammonia as 
phosphates, which are collected, after six or eight 
hours, upon a filter, ignited and weighed. The pre- 
cipitate is dissolved by digestion with concentrated 
hydrochloric acid, the free acid nearly neutralized with 
soda, and the solution mixed with acetate of soda, when 
the phosphates of sesquioxide of iron and alumina are 
precipitated. These are ignited and weighed, and if 
necessary (unless the ignited precipitate has a pure 
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brown color), separated according to No. 19. — ^From 
the filtrate, the lime is precipitated by oxalate of am- 
monia, and the magnesia as phosphate of magnesia- 
ammonia, by merely adding an excess of ammonia ; 
the phosphoric acid previously in combination with 
the lime is calculated from the loss. — If manganese be 
present, it is precipitated together with the phosphate 
of magnesia-ammonia, to which it imparts a gray or 
black color after ignition. The separation is eflfected 
as in No. 26. 

The solutions from which the phosphates have been 
precipitated by ammonia, now contain only the alka- 
lies and the remainder of the phosphoric acid. The 
latter is precipitated (together with sulphuric acid) by 
chloride of barium, and the excess of baryta removed 
by sulphuric acid or by neutral carbonate of am- 
monia ; the filtrate is evaporated to dryness, the residue 
ignited, and the alkalies weighed as chlorides or sul- 
phates, For their separation, see No. 4. — The preci- 
pitate produced by chloride of barium is exhausted 
with nitric acid, sulphuric acid added to effect the 
complete separation of the baryta, and the phosphoric 
acid precipitated from the filtrate, previously mixed 
with an excess of ammonia, as phosphate of magnesia- 
ammonia. 

II. Ashes of wood, vegetables, &g. — Of those vegetables 
which yield a large amount of ash, 50 grms. may be 
taken for examination ; but of the different kinds of 
wood, which are usually poorer in mineral constituents, 
and of the Graminaceae, the ash of which contains 
much silica, about 100 grms. should be employed. 
The substances are carbonized in a platinum crucible, 
and the mass thrown immediately into a flat porcelain 
dish, where it generally smoulders for a long time, 
and is, for the most part, converted into ash. The 
incineration is completed in the platinum crucible. 

The analysis of these ashes only differs from that 
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of the preceding in that these contain a larger quan- 
tity of the alkaline earths than is necessary to com- 
bine with the phosphoric acid, so that the total 
amount of that acid is separated upon adding am- 
monia. The precipitate is immediately filtered off, and 
the filtrate mixed, first with sulphide of ammonium, 
to precipitate the manganese, then with oxalic acid for 
the lime, and lastly with phosphate of ammonia to 
separate the magnesia. An^ excess of phosphoric 
acid may be separated, as directed above, from the 
alkalies, which are then weighed as chlorides or sul- 
phates. 

The stalks of the Oraminacese usually leave an 
ash which cannot be completely decomposed by nitric 
or hydrochloric acid. The weighed silicate remaining 
undissolved, is decomposed most conveniently with 
hydrofluoric acid, and the bases, previously in combi- 
nation with silicic acid, may then be estimated in the 
solution. The silicic acid is determined from the 
loss. In this case, the determination of the charcoal 
and sand must, of course, be omitted. 

(See also for other, and, in part, newer and better 
methods, Liebig's and Kopp's Jahresbericht, 1850, p. 
603; 1857, p. 582 and 584; 1859, p. 693.) 


119. GUANO. 

Ouano consists of the partially decomposed excre- 
ment of sea-birds. It contains a great many sub- 
stances, some soluble, others insoluble in water. The 
constituents upon which depend its important action 
and application as a manure are: organic, chiefly 
nitrogenized matters; salts of ammonia ; phosphates, 
especially phosphate of lime ; and salts of the alka- 
lies. The amount of these constituents indicates the 
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value of the guano. It is important to test this 
manure, since difiFerent specimens consist not only of 
various kinds of genuine guano of different degrees 
of richness, but samples also come into the market 
which are adulterated with common earth, loam, 
lime, sand, pebbles, and crude common salt or Glau- 
ber's salt. 

Genuine guano presents the appearance of a moist 
yellowish-brown earth, mixed here and there with 
white fragments or lumps. Very few and rare speci- 
mens are white. It has a peculiar excrementitious or 
urinous odor, and a feeble penetrating saline taste. 

It is chemically tested in the following manner : — 

I. The guano is mixed, in a dish, with hydrate of 
lime (slaked lime stirred with water to a thin cream), 
when it should emit, especially when heated, a power- 
ful odor of ammonia. In order to compare different 
specimens, the same quantity, say J oz. of each, is taken. 
Since the value depends partly upon the amount of 
ammonia present, the better sorts of guano will evolve 
the stronger odor of that gas. 

II. Two ounces for from 50 to 60 grms.) of guano, 
finely powdered and uniformly mixed, are weighed in 
a counterpoised porcelain capsule, and heated on a 
water-bath until it is perfectly dry and suffers no far- 
ther diminution of weight. The loss of weight expresses 
the amount of moisture contained in the guano. Good 
guano loses only between 8 and 15 per cent, of water, 
but if fraudulently moistened, it may lose 20 per cent., 
or even more. 

III. Half an ounce (or from 15 to 20 grms.) of guano 
is weighed, and heated over a large spirit-lamp, or 
gas-burner, in a porcelain or platinum crucible, with 
free access of air, until all organic matter has burnt 
off) and the guano is converted into a white or grayish 
ash. Good guano, when treated in this way, leaves 
from 30 to 35 per cent, of ash, while bad guano leaves 

20* 


2S4 GUANO. 

from 60 to 80 per cent., and tbat which has been frand- 
ulentlj adulterated leaves still more. The ash of gen- 
nine guano, whether of good or bad quality, is always 
white or grayish ; a yellow or reddish color bespeaks 
an admixture of clay or earth. Good guano, when 
first heated, evolves white vapors, with a powerful 
odor of ammonia. 

lY. A similar quantity of guano is mixed, in a dish, 
with several times its volume of water ; heat is then 
applied, and the mass thrown upon a small filter (pre- 
viously dried in the water-bath and weighed); the 
residue on the filter is washed with hot water till a 
small portion of the washing- water is not rendered tur- 
bid by adding chloride of calcium and ammonia. The 
filter, with the washed guano, is then thoroughly dried 
in a water-bath and weighed. The better the quality 
of the specimen, the less insoluble residue will be 
obtained. Good samples of guano leave from 40 to 45 

fer cent., those of bad quality as much as 70 or 80. 
f the guano be adulterated with common salt or with 
Glauber's salt, it will behave to this test like a genuine 
specimen, but furnish a greater quantity of ash in Ex- 
periment III. 

Y. The guano under examination, may be treated 
with moderately strong hydrochloric acid. Good guano 
effervesces but slightly ; a specimen of guano adulte- 
rated with chalk, would effervesce strongly, and would 
leave a proportionally larger quantity of ash in Ex- 
periment III. 

VI. The ash obtained in III. is dissolved in dilute 
hydrochloric acid, which should give rise only to slight 
effervescence, if the guano be unadulterated. The so- 
lution is filtered from the residue, the latter washed, 
dried, thoroughly burnt, together with the filter in a 
weighed crucible, over the spirit-lamp, and weighed. 
This insoluble residue, consisting partly of sand, 
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amoUAts, in good (undried) guano, to only 1 or 2 per 
cent. 

VII. The filtered hydrochloric solution is mixed 
with a ajlight excess of ammonia. The precipitate thus 
produced consists almost entirely of phosphate of lime. 
It is filtered off, washed, dried, and ignited ; its quan- 
tity in good guano amounts to 20 or 26 per cent. 

VIII. The filtrate from this precipitate should fur- 
nish only slight indications of lime on addition of 
oxalic acid ; but if the guano be adulterated with chalk, 
this reagent will produce a very considerable precipi- 
tate. This solution ought therefore to contain only the 
alkaline salts, amounting to 6 or 10 per cent, of the 
original undried guano. In order to determine them 
directly, which is generally unnecessary for practical 
purposes, the solution must be mixed with some more 
chloride of ammonium, and evaporated to dryness; 
the residue is heated to volatilize the excess of chloride 
of ammonium, and to convert the sulphates into chlo- 
rides, weighed, and farther treated as in No. 4. 

IX. The aqueous solution, which was obtained in 
the lixiviation-test (IV.), and of which a fresh quantity 
may be prepared so as to be saturated, has a brown 
color and a saline taste. When evaporated it evolves 
ammonia, emits a urinous odor, and leaves a brown 
crystalline mass, consisting chiefly of sulphates of 
potassa and soda, chloride of ammonium, oxalate and 
phosphate of ammonia. This solution exhibits the 
following reactions : — 

When mixed with hydrate of potassa, it smells 
strongly of ammonia. 

With chloride of ammonium, ammonia, and sulphate 
of magnesia, it gives an abundant pulverulent precipi- 
tate or phosphate of magnesia-ammonia. 

When acidified with acetic acid and tested with 
chloride of calcium, it gives a copious precipitate of 
oxalate of lime. 
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After addition of excess of bydrochloric acid, it 
gives, with chloride of bariutn, a considerable precipi- 
tate of sulphate of baryta. 

X. When guano is exabusted with cold water, and 
the residue digested with a weak solution of caustic 
soda, uric acid is extracted. The solution is filtered, 
and feebly acidulated with hydrochloric acid, when 
the uric acid is precipitated. After being filtered off 
and washed, it is easily soluble in caustic potassa, and 
may be reprecipitated by hydrochloric acid. If it be 
dissolved in warm dilute nitric acid, the solution evapo- 
rated to dryness, and the residue moistened with 
carbonate of ammonia, a fine purple-red color is pro- 
duced. 

XI. The quantity of organic matter can be estimated 
directly only by an ultimate organic analysis. In 
good undriea guano it amounts, taking the ammonia 
into account, to about 60 per cent. 

XII. The exact determination of the nitrogen re- 
quires also an ultimate analysis. This element should 
amount to 12 or 14 per cent.; bad samples contain 
only from 1 to 6 per cent. The quantity of nitrogen, 
may, however, be approximately determined by the 
following method, which therefore allows us to ascer- 
tain rapidly the value of different specimens of guano. 
It depends upon the circumstance that when guano is 
treated with a solution of chloride of lime (hypochlorite 
of lime), the nitrogen of the organic matter and of the 
ammoniacal salts is evolved as gas.* Instead of col- 
lecting and measuring the gas evolved, which would 
be scarcely practicable, on account of the violent effer- 
vescence, the volume of water which is expelled by 
the gas is ascertained by means of the simple apparatus 

* Farther experiments are required to show that all the nitrogen 
is here evolved in the gaseous state, and to ascertain how the 
various nitrogen-compounds behave with chloride of lime. 
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represented in tbe figure ; it consists of a flask eapable 
of containing about J pint, provided with a narrow 

Fig. 28. 



gas-delivery-tube bent twice at rigbt angles. One 
limb, ratber the shorter of the two, is passed, air-tight, 
through the cork of the flask, and bent upwards to 
prevent, as far as possible, the escape of bubbles of gas. 
This tube descends nearly to the bottom of the flask. 
A second very narrow short tube is also passed through 
the cork, and serves for the escape of air when the cork 
is introduced. The longer limb of the delivery -tube 
dips into a tall cylinder or tube, which is graduated 
to cubic centimeters, or cubic inches. The flask is 
half-filled with solution of chloride of lime ;* 1 grm. 
of guano is then weighed in the small glass vessel (the 
end of a test-tube) in which a few small shot have been 
placed, in order that it may float upright. With the 
aid of the handle of iron-wire shown in the figure, the 
tube is let down so as to float upon the surface of the 
solution of chloride of lime; the cork with the tube is 

* This solution mast be oarefallj prepared and kept in a dark 
place, in a closed yessel. It mast contain an excess of hjdrate of 
lime, and therefore need not be perfectly clear. 
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then tightly adjusted, the orifice of the smaller tube 
closed with wax, and the flask shaken so that the little 
vessel may fill and sink. A volume of liquid equal 
to that of the nitrogen evolved from the guano then 
flows into the graduated cylinder ; when no more liquid 
passes over, the cylinder is depressed so as to bring 
the liquid to the same level as that in the generating- 
flask ; the wax plug is then removed, the cork with- 
drawn, and the liquid still contained in the delivery- 
tube is allowed to run into the cylinder, where the 
whole is carefully measured. 1 grm. of good guano 
evolves between yO and 80 cub. cents, of gas. 


120. OXALATE AND PHOSPHATE OP LIMB. 

A mixture of these two salts dissolves in nitric acid 
without eflfervescence, and is precipitated from the 
solution by ammonia. If it be digested, when freshly 
precipitated, with acetic acid, the phosphate of lime 
may be dissolved, while the oxalate is left. 

If the mixture be previouly ignited, it dissolves in 
nitric acid with effervescence, and ammonia then pre- 
cipitates from the solution only the phosphate of lime; 
while the lime which ha(J been in combination with 
oxalic acid remains in solution, and may be precipitated 
by oxalate of ammonia, and quantitatively determined; 
Phosphate of lime, when freshly precipitated, may be 
recognized by the yellow color which it assumes when 
moistened on the filter, with nitrate of silver. It is 
analyzed as in No. 13. 

If the two salts be dissolved in the smallest possible 
quantity of hydrochloric acid, and the solution mixed 
with an excess of acetate of soda, the oxalate of lime 
is precipitated, while the phosphate remains in solu- 
tion ; from the latter, the lime may be precipitated by 
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oxalate of ammonia, and afterwards the phospborio 
acid by sulphate of magnesia and ammonia, as in No. 9. 

When the mixture of the two salts is treated with 
concentrated sulphuric acid, oxalic acid is converted 
into carbonic acid and carbonic oxide, so that by 
employing the apparatus dei^cribed in the article upon 
alkalimetry, its amount may be inferred from the loss 
of weight. 

By gently heating the mixture with an excess of 
finely-powdered binoxide of manganese or neutral 
Chromate of potassa, or with binoxide of lead and di- 
lute sulphuric acid, all the oxalic acid is converted into 
carbonic acid, the quantity of which may be determined 
by the use of the apparatus above alluded to. 2 equivs. 
of carbonic acid correspond to 1 equiv. of oxalic acid. 

If binoxide of lead be employed in this operation, 
the quantitative determination of the phosphoric acid 
may be effected at the same time; for this purpose, 
the mixture is digested for some time, to liberate the 
whole of the phosphoric acid; several volumes of 
alcohol are then added, in order to separate the sul- 
phate of lime, the solution filtered, and the residue 
washed with alcohol. From the filtrate, after the 
evaporation of the alcohol, the phosphoric acid may 
be precipitated by sulphate of magnesia and ammonia. 

A very accurate method of estimating oxalic acid 
consists in converting it into carbonic acid by means 
of a solution of terchloride of gold, weighing the 
reduced gold, and calculating thence the amount of 
oxalic acid ; 8 equivs. of the latter reduce 1 equiv. of 
gold o» 197. 

For this purpose the mixture of the two salts is 
dissolved in the smallest possible quantity of hydro- 
chloric acid (a large excess impedes the reduction in 
gold), mixed with an excess of a solution of terchloride 
of gold, or better, of sodio-chloride of gold, diluted 
with much water, and heated to ebullition. The re- 
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daoed coherent gold is easily washed ; it is to be dried, 
ignited, and weighed. 

The excess of gold is removed firom the solution by 
sulphuretted hydbrogen, or by boiling with oxalic acid, 
ana the phosphoric acid and Urne are then separated 
and estimatea as in No. 13. 


121. ALKALIMETRY. 

The specimens of potashes and soda-ashes met with 
in commerce contain very variable quantities of foreign 
substances. The amount of carbonated alkali, upon 
which their value alone depends, varies between 40 
and 96 per cent. 

The potashes contain chiefly chloride of potassium, 
sulphate, silicate, and phosphate of potassa, and carbo- 
nate, phosphate, and silicate of lime. 

The soda generally contains chloride and sulphide 
of sodium, sulphate, silicate and hyposulphite of soda, 
and often also hydrate of soda. 

The amount of alkaline carbonate present in the 
sample, may be determined by several methods. 

I. By the standard solution test, i. e., by eocactly neu- 
tralizing a weighed portion with dilute sulphuric acid of 
ktwwn strength. 

In order to prepare the test-acid, a known quantity, 
say 70 grms. of concentrated sulphuric acid, are diluted 
with 600 grms of water. 

6 grms. of pure anhydrous carbonate of soda are 
weighed, dissolved in hot water, and the solution 
colored blue with a little tincture of litmus. 

The test-acid is then added to the solution, from a 
burette, very carefully as the point of neutralization is 
approached, until the color is just changed to red, and 


r 


alkalimbtrt; 241 

streaks which are made with the liquid upon litmus- 
paper, remain red after drying. 

The number of measures of acid employed is then 
observed, and the whole of the test-acid is diluted with 
so much water, that exactly 100 measures are required 
to neutralize 5 grms. of pure carbonate of soda. This 
stock of test-acid is preserved in a well-stopped bottle. 
It indicates immediately the percentage of caustic or 
carbonated alkali in a specimen of potashes or soda, 
provided that a quantity of the sample be employed, 
which is equivalent to 5 grms. of carbonate of soda. 

100 measuies of test aoid saturate 5.000 grms. of oarb. of soda. 
100 " " " 2 936 " of soda. 

100 " " «• 6.487 " of oarb. of potassa. 

100 " " " 4.421 «• of potassa. 

So that if 6*487 grms. of a sample of potashes be 
taken, the number of measures of acid employed will 
express, directly, the percentage of carbonate of potassa, 
or if 4.421 grms. be used, of anhydrous potassa, con- 
tained in the specimen. 

Instead of sulphuric acid, pure crystallized oxalic 
acid may be very conveniently employed for preparing 
the test-solution. An equivalent of the acid (63 grms.) 

Fig. 29. 



is introduced into a flask of 1 litre capacity, which is 
then two-thirds filled with water ; the acid is allowed 
21 
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to dissolve, and so much water added that the whole 
solution may measure 1 litre or 1000 eubic centime- 
tres, at 17.5° C. 

One hundred cub. cents, of this test-acid will then 
exactly neutralize yV o^ ^^ equivalent proportion of 
either alkali. It is therefore necessary to weigh out 
y'o of an equivalent proportion (in grammes) of the 
anhydrous alkali to be tested, that is, 6*92 grms. of 
potashes^ or 6*32 grma. of soda-ash. In order to obtain 
perfectly accurate results» the process is conducted aa 
follows : The solution of alkali to be tedted, is intro- 
duced into a flask colored, with tincture of litmus, 
and the test-acid poured into it from a burette, until 
the color changes from blue to violet, and the effer- 
vescence is very feeble. The solution is now heated to 
ebullition, and more acid added until the color has 
become decidedly red. 6 or 10 cub. cents, of the test- 
acid are then added in excess ; the alkali will be now 
supersaturated. By boiling, agitating, and finally suck- 
ing out with a glass tube, the last traces of carbonic 
acid are removed 'r .now required to determine 
exactly how far tne neutralization of the alkali has 
been exceeded ; for this purpose a standard solution 
of caustic soda is employed, of such strength that it 
is exactly neutralized by an equal volume of the test- 
acid ;* this solution is added from a burette graduated 
to y>„ cub. cent., when the red color rapidly changes 
to violet, and then suddenly to pure blue. The num- 
ber of cubic centimetres of soda-solution employed, is 
then deducted from the volume of test-acid previously 
added ; the remainder gives the percentage of pure 
alkaline carbonate. 

* This solution of soda must be perfectly free from carbonic 
acid. In order to preserve it in that state, the bottle is closed 
with a cork, through which passes an ordinary chloride-of-calcinm« 
tube, open at both ends, and filled with a mixture of Glauber's 
salt and quicklime in powder. 
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The dropping-tubes of buröttes employed for these 
analyses with standard solutions, are made of different 
forms. The commonest is that represented in Fig. 80 a, 

Fig. 30. 






and consists of a glass tube, closed at one end,4ibout 
0.25 metre (or 12 inches) long, and 0.01 metre (or } 
inch) in diameter ; into the lower part of this tube is 
cemented another, very much narrower, which is fixed 
parallel with the larger tube ; the extremity of the 
small tube is bent outwards and sharply cut off, so 
that the liquid may be conveniently poured from it. 
The whole of the vessel is divided into Known volumes, 
and it is preferable to take from 25 to 50 cub. cents., 
and to divide these into fractional parts. The zero 
should be placed at the top of the scale, below the 
level of the orifice of the spout. 

Another form is that shown in Fig. 30 6, which 
consists of a single divided tube furnished at the top 
with a spouty and with an orifice for pouring in the 
liquid. 

A third form of burette, which is the most suitable 
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and conrenient, and can be very easily made by the 
analyst himself, is that represented by the adjoiniog 
figure. It conaiats of a glass tube, about 0.01 metre 


ID diameter, which is divided iuto 25 or 60 cubic cen- 
timetres, and drawn out to a point at the lower ex- 
tremity. To this open point is attached a narrow tube 
of vulcanized caoutchouc, about an inch long, and in 
the lower end of this tube is inserted a short glass tube 
drawn out to a narrow point and cnt smoothly off; 
this tube serves for dropping the liquid out, and is 
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tightly connected with the graduated tube in such a 
manner that a considerable interval may be left 
between the ends of the two tubes. Upon this part 
of the caoutchouc tube is fixed a clamp made of thick 
brass wire, shown with its actual dimensions, in the 
accompanying figure, so constructed that the caout- 

flg. 32. 



chouc tube may be opened by pressing upon the two 
ends of the clamp, and closed when the pressure is 
removed. In order to use this tube, it is fixed in a 
stand, in a vertical position, above the vessel contain- 
ing the liquid to be tested. By pressing upon the ends 
of the little clamp, the caoutchouc tube is opened, and 
the liquid allowed to flow out, even in single drops, if 
required. At the commencement of the operation, the 
tube is filled with the test-liquid, a portion of which 
is then made to flow out, by pressing upon the clamp 
until it stands exactly at the zero of the scale. 

II. By determining the carbonic acid evolved. 

The carbonic acid is liberated from a weighed por- 
tion of the alkali, in an apparatus which is previously 
weighed (together with the acid used to effect the 
decomposition), and the carbonic acid determined from 
the loss of weight. 

The apparatus employed for this purpose may be 

21* 
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arranged in different ways. That represented in tba 
adjoining figure, of about | its real dimensions, will 
render apparent the general principle, upon which they 
are constructed, and will itself fully answer the pur- 
pose. It consists of a small light flask, closed by a 
cork perforated with two holes, in one of which is 
inserted a tube filled with fragments of chloride of 
calcium, and in the other, a narrow glass tube, running 

Fig. 33. 



nearly parallel with the mnhv wall of the flask, and 
reaching almost to the surface of the liquid; above the 
cork, this tube is bent at right angles. 

The specimen to be examined is weighed in the 
flask, the latter about one-third filled with water, and 
the small tube full of acid introduced with a pair of 
pincers ; this tube must be of such a length that it 
cannot fall down in the flask, but may assume the 
position indicated in the figure. Sulphuric acid is to 
be preferred for effecting the decomposition of the 
carbonate, and should be employed in quantity more 
than sufficient to expel the whole of the carbonic acid. 
(For the carbonates of lime, baryta, and lead, nitric 
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acid must be employed). — The cork, with the chloride' 
of-calcium-tube, and the bent tube is then introduced, 
air-tight, into the neck of the flask, the whole appara- 
tus accurately weighed, and the orifice of the bent tube 
perfectly closed with a small cork or with wax. 

The flask is then carefully inclined so that a small 
quantity of the acid may run out of the tube and de* 
compose the carbonate. The carbonic acid which is 
evolved escapes through the chloride-of-calcium-tube, 
in which any water which may haye been carried off 
with it is retained. No fresh acid is allowed to flow 
out of the tube until the effervescence caused by the 
first portion has ceased, and does not recommence upon 
gentle agitation. When, at length, the effervescence 
has entirely ceased, so that the salt is completely de- 
composed, the plug is removed from the small tube 
and suction applied, by the mouth, to the tube contain- 
ing chloride of calcium, until the air passing through 
the flask no longer tastes of carbonic acid. In very 
exact experiments, a second chloride-of-calciumtube 
must be attached to the small, bent tube, to retain the 
moisture of the air. 

1. Potashes. — The amount of water is ascertained 
by heating the specimen, for some time, to about 200°. 
For this purpose from 2 to 5 grms. of potashes may 
be taken. 

In order to determine immediately, without calcula- 
tion, the percentage of potassa in carbonate of potassa, 
by means of the above apparatus, 3.14 grms. of the 
specimen must be taken. Since 3.14 grms. of pure 
carbonate of potassa evolve 1.00 grm. of carbonic acid, 
the number of centigrammes of carbonic acid evolved 
will represent the percentage of carbonate of potassa. 

2. Soda, — 2.41 grms. of soda are employed. This is 
the quantity of pure carbonate of soda which evolves 
1.00 grm. of carbonic acid. 

Should caustic soda be contained in the specimen, 
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which may be known by the alkaline reaction of the 
solution after adding an excess of chloride of barium, 
the following modification of the process is necessary : 

2.41 grms. of the anhydrous sample are mixed with 
about 8 parts of pure quartz-sand, and about | part of 
powdered carbonate of ammonia; the mixture is moist- 
ened with water, and, after some time, gently heated 
till all water and ammonia are expelled. The dry 
residue is then treated, as usual, in the above appa- 
ratus. 

In order to prevent any inaccuracy arising from the 
presence of sulphide of sodium or hyposulphite of soda 
in the specimen, a solution of Chromate of potassa is 
added previously to the evolution of carbonic acid, in 
order to oxidize these impurities. 


122. VALUATION OP MANGANESE ORES. 

Good manganese ore, which consists almost entirely 
of binoxide of manganese, is crystalline, yields a black 
powder, and, after being dried at a gentle heat, gives 
no water, or only traces, when heated to redness. Man- 
ganese ore, however, generally contains foreign mine- 
rals, especially the hydratedsesquioxide of manganese« 
In order to determine the amount of binoxide, or, in 
other words, of available oxygen, several methods may 
be employed. 

I. A weighed quantity of the manganese ore, pow- 
dered as finely as possible, is introduce into the appa- 
ratus employed for the quantitative estimation of car- 
bonic acid (Fig. 84), where it is brought in contact with 
sulphuric acid and a solution of oxalic acid, when sul- 
phate of protoxide of manganese is produced, since all 
the available o:]^ygen, which may be regarded as in 
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combination with the protoxide of manganese, is 
evolved in the form of carbonic acid. 

Fig. 34. 



One equiv. of pure binoxide of manganese » 43.6, 
yields 2 equivs. » 44 of carbonic acid. So that 0.99 
grm. of binoxide of manganese evolves 1.00 grm. of 
carbonic acid. It is best to employ three times that 
quantity of the manganese ore, viz : 2.97 grms., which 
are mixed with a solution of 2.5 grms. of neutral 
oxalate of potassa ; the sulphuric acid is allowed to 
flow into this mixture, and the amount of carbonic 
acid evolved is divided bv 8. The quotient expresses 
the percentage of binoxide of manganese contained in 
the ore. 

II. The finely-divided manganese ore is weighed, 
and mixed with water, in a flask capable of being 
tightly closed ; several bright strips of copper, previ- 
ously weighed, are then introduced, and a quantity of 
hydrochloric acid added. The flask is then closed 
with a cork and narrow tube, and the contents digested 
until all the manganese has dissolved, care being taken 
that no chlorine is evolved. The liquid is then heated 
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to ebullition for a quarter of an hour, the flask closed 
air-tight, and allowed to cool; the solution is poured 
off, the residual copper washed, first with very dilute 
hydrochloric acid, then with pure water, dried, and 
weighed. 2 equivs. of copper ■■ 68.4 parts, require for 
their conversion into subchloride, 1 equiy. ■■ 71 parts 
of chlorine. 

Then 68.4 : 71 as the amount of copper dissolved is 
to X (the amount of chlorine sought). 

1.22 grms. of pure binoxide of manganese evolve 
1.00 grm. of chlorine, and therefore are capable of 
effecting the solution of 1.78 grms. of copper. 


123. GHLORIMETBY. 

The "hleojching potvder*^ of commerce is a variable 
mixture of hypochlorite of lime and chloride of cal- 
cium, with hydrate of lime. When treated with an 
acid, it evolves the whole of the chlorine in a free 
state. In order to determine its value, i. e,, the amount 
of available chlorine which it contains, difieretit 
methods are employed. 

I. Fourteen grms. of pure arsenious acid are dis* 
solved in solution of potassa, and so much water added 

Fig. 36. 
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that the liquid may occupy 2000 divisions of the. 
graduated burette. 100 measures, therefore^ of this 
solution contain 0.7 grm. of arsenious acid, and the 
solution of chlorine which is required to convert this 
into arsenic acid, contains 0.5 grm« of chlorine; since 1 
0qaiv.Bvi99 of arsenious acid, requires, for its conver- 
sion into arsenic acid, 2 equivs.»?! of chlorine. 

Five grms. of chloride of lime are weighed off, inti- 
mately mixed with water, by trituration, rinsed into a 
cylindrical (Fig. 36) glass, and so much watejr added 
that the whole may occupy 200 measures of the 
burette. 


Figs. 36. 


37. 


38. 


3». 




/ 



\ 


V 


One hundred measures of the arsenJc^solution are 
then, by aid of the pipette (Fig. 87), introduced into a 
beaker, diluted with water, an excess of hydrochloric 
acid added, and the liquid coloured with one or two 
drops of sulph-indigofcic acid. 

The solution of chloride of ,lime is well mixed by 
agitation, introduced into the burette (Fig. 89), and 
added to the colored arsenic-solution until the color 
just disappears. The solution of chloride of lime 
required to produce this effect contains 0.5 grm. of 

chlorine. 

For example, if 90 measures of the solution of chlo- 
ride of lime had been employed, the 5 grms. of chloride 
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of lime would have contained 1.111 grms. of chlorine, 
or 22.22 per cent 

Perfectly pure chloride of lime (Ca Cl+CaO, CIO), 
which is never met with in commerce, contains 48.9 
per cent, of available chlorine. 

II. A weighed quantity of chloride of lime is mixed 
with water, in a nask, an excess of protochloride of 
iron, free from sesquichloride, added, and afterwards 
some hydrochloric acid. Several bright weighed strips 
of copper are then introduced, and the solution boiled 
until the protochloride at first formed is converted into 
subchloride; the copper is then withdrawn, washed, 
dried, and weighed. The calculation is effected as in 
No. 121. 


124. ANALYSIS OP NITRE. 

In order to determine the amount of moisture in 
crude nitre, from 5 to 10 grms. of the specimen, pre- 
viously reduced to powder and dried by exposure to 
air, are heated to about 150^. 

The determination of the quantities of the foreign 
salts present in the specimen, such as 'sulphates and 
chlorides, lime and magnesia, by the ordinary methods, 
would occupy too much time ; it would be preferably 
to estimate tnem by means of standard solutions of the 
reagents, i. e., by measuring the quantities of the latter 
required to effect complete precipitation. 

The appearance of the fracture is regarded as an 
indication of the quality of the nitre ; in pure nitre, 
the fracture is lustrous, and exhibits a well-defined 
crystalline appearance; but if not more than 2 per 
cent, of common salt be present, it is granular and 
dull. An admixture of nitrate of soda (Chili salt- 
petre) has the same effect. 

Another method, which is likewise, however, inac* 
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curate, but is most readily applied in practice, depends 
upon the circumstance that a solution of pure nitre, at 
the temperature at which it is saturated, is still capa- 
ble of dissolving other salts, especially chloride of 
sodium. 400 grms. of the powdered specimen are 
shaken with 500 cub. cents, of a solution of pure 
nitre; the salt is then filtered off) again washed With 
250 cub. cents, of a saturated solution of nitre, dried 
at 100°, and weighed. The loss of weight expresses 
the amount of the foreign salts. Since this process is 
liable to error from many causes, and gives the amount 
of pure nitre, on an average, 2 per cent, too high, 
these 2 per cent must not be neglected in calculating 
the amount of impurity present. 

The following process is more accurate, which con- 
sists in converting the nitre contained in any specimen 
into carbonate of potassa, the amount of which is then 
determined by means of the standard acid, as in testing 
potashes. 

9.475 grms. of pure nitre furnish a quantity of car- 
bonate potassa, which is capable of saturating 100 
measures of the acid mentioned in the testing of pot- 
ashes; so that if this amount of impure nitre be em- 
ployed, the number of measures of acid indicate at 
once the perceotage of pure nitrate of potassa in the 
specimen. 

One-fourth of the above quantity (2.369 grms.) of 
the crude nitre is weighed out, intimately mixed with 
1 grm. of ignited lamp-black, or finely pulverized 
graphite,* and with 12 grms. of ignited and finely-pow- 
dered common salt> which serves to moderate the vio- 

* If oommon ooal is used cyanide of potasstum and oyanate of 
potassa may be formed. Pare graphite may be prepared by mix- 
ing Ceylon graphite with ^ of chlorate of potassa to which con- 
centrated sulphuric acid is added, and then warmed until no acid 
fumes are given off. The mass is then shaken with water, the 
graphite washed and ignited. 

22 
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lence of tbe combustion. The mixture is introduced 
into a platinum crucible, and heated to redness over a 
large spirit-lamp or gas-burner. Near tbe close of 
the operation a little chlorate of potassa is scattered in 
the crucible in case the saltpetre happens to contain 
any snlphates. When cool, it is dissolved in water, 
and the standard acid added in the manner directed 
for testing samples of potashes. The number of mea- 
sures of acid employed is multiplied by 4, in order 
to obtain the percentage of pure nitre in the specimen. 

In following this method it is impossible to deter- 
mine the weight of the expelled carbonic acid by 
means of the apparatus generally employed for this 
purpose, on account of the large quantity of common 
salt which has been added. 

The simplest method for the analysis of nitre con- 
sists in fusing the weighed quantity of nitre with twice 
its weight of fused bichromate of potassa, until all the 
nitric acid is driven off. The loss in weight shows 
the quantity and also amount of pure nitrate of potassa. 


125. GUNPOWDER. 

I. For the estimation of moisture, 5 or 6 grms. of 
powder are dried over sulphuric acid, or in the air- 
bath at 100^. 

II. A similar quantity of powder is moistened with 
water, triturated in a mortar, rinsed into a filter, and 
thoroughly washed. The solution of nitre thus ob- 
tained is evaporated to dryness in a small weighed 
porcelain dish, the dry residue heated for some time 
to 200°, or even till the nitre fuses, and its weight 
determined. 

III. In order to determine the sulphur, 5 grms. of 
powder are intimately mixed with 5 grjns. of anhydrous 
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carbonate of soda, 5 grms. of nitre, and 20 grms. 
of decrepitated chloride of sodium, and the mixture 
heated to redness in a platinum crucible. When cool, 
the mass is dissolved in water, the solution slightly 
acidified with nitric acid, and the sulphuric acid pre- 
cipitated by chloride of barium. {See No. 8.) 

The amount of carbon may be inferred by diflfer- 
ence. In order to determine its quality, and to ascer- 
tain whether it has been completely or incompletely 
carbonized, the mixture of sulphur and carbon is 
boiled with a solution of protosulphide of potassium, 
which dissolves the sulphur, leaving the carbon, which 
must be well washed and dried. The sulphide of 
potassium should not contain any free potassa, since 
this might dissolve an imperfectly carbonized char- 
coal. — Bisulphide of carbon may also be employed for 
the extraction of the sulphur. 

The. sulphur as well as the coal may be completely 
oxidized by boiling with a solution of permanganate 
of potassa. The oxide of manganese is afterwards dis- 
solved by hydrochloric acid, and the sulphuric acid 
precipitated by chloride of barium. 


126. HYDROCYANIC ACID. 

In order to determine the strength of a solution of 
pure hydrocyanic acid, a weighed quantity of it is 
treated with solution of nitrate of silver, which is 
added gradually, and with frequent agitation, until no 
further precipitation takes place, and the odor of 
hydrocyanic acid has entirely disappeared. 

The precipitated cyanide of silver is collected upon 
a filter (previously dried at 120° and weighed), washed, 
dried at 120*^, and its weight determined. 

For the estimation of the amount of hydrocyanic 
acid in the aqua amygdalarum amararum and aqua 
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huroceraai, they mast first be mixed with ammonia, 
then with nitrate of silver, and lastly with nitric acid. 

If hydrochloric acid be contained in the solution, 
together with hydrocyanic acid, they are both precipi- 
tated from a weighed portion of the solution by nitrate 
of silver, and the precipitate weighed upon a filter 
dried at 120^. Another weighed portion of the solution 
is mixed with solution of borax and evaporated to 
perfect dryness. In this way, all the hydrocyanic acid 
is volatilized, and the hydrochloric acid converted into 
chloride of sodium. The dry residue is dissolved in 
water, the solution acidulated with nitric acid, and the 
chlorine precipitated by nitrate of silver. 

Another method, which may be executed with great 
rapidity, and suffices for the determination of the hydro- 
cyanic acid in any solution, whether bitter almond- 
water or laurel-water, &c., or for ascertaining the quan- 
tity of cyanogen in crude cyanide of potassium, depends 
upon the circumstance that 1 equiv. of cyanide of 
potassium forms, with 1 equiv. of cyanide of silver, a 
soluble compound which is not decomposed by an ex- 
cess of alkali, but from which nitrate of silver precipi- 
tates the cyanide, or if a little solution of chloride of 
sodium be previously added, the chloride of silver. 
The weighed solution, containing hydrocyanic acid is 
mixed with solution of potassa till it has a strongly 
alkaline reaction, and a standard solution of silver is 
then added till a. permanent precipitate begins to ap- 
pear. 1 equiv. of silver employed in the standard 
solution corresponds exactly to 2 equivs. of hydro- 
cyanic acid. 

Ten grms. of pure silver are dissolved in nitric acid, 
the solution evaporated to perfect dryness, and diluted 
with so much water, that the whole solution may 
occupy 1000 cub. cents. 100 cub. cents, of this solu- 
tion, which contain therefore 1 grm. of silver, repre- 


PBRROCTANIDE OP POTASSIUM. 257 
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sent 0.5 grm. of anhydrous hydrocyanic acid, or 0.481 
cyanogen, or 1.206 of cyanide of potassium. 


127. FERROCYANIDE OF POTASSIUM. 

2 K Cy +Fe Cy +3 HO=K, Cfy+3 HO. 

The water is determined by heating the finely-pow- 
dered salt for some time to about 200^. 

The cyanogen can be directly determined only by 
an organic analysis, i, e., by a combustion. 

For the determination of the amount of iron, the 
salt is intimately mixed with 1} parts of nitre, and as 
much carbonate of soda, and the mixture gradually 
heated to redness in a platinum crucible. On dissolving 
the fused mass in water, the irou remains behind in 
the form of sesquiozide, which is washed, ignited, and 
weighed. Since it is liable to contain a small amount 
of alkali, it should be dissolved in hydrochloric acid, 
reprecipitated by ammonia, washed and ignited. 

In order to determine the potassium and iron, the 
salt is dissolved in water, and the solution precipitated 
by acetate of lead. The precipitate of ferrocyanide of 
lead is filtered ofi' and washed. 

From the solution, which contains all the potassium 
as acetate of potassa, the excess of lead is precipitated 
by sulphuretted hydrogen or sulphide of ammonium, 
tne filtered solution evaporated, the residue ignited, 
the carbonate of potassa converted, by hydrochloric 
acid, into chloride of potassium, and weighed in that 
form, after gentle ignition. The ferrocyanide of lead 
is decomposed by digestion with sulphide of ammonium, 
the solution of ferrocyanide of ammonium filtered ofl', 

2-4* 
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evaporated, and the residual mass ignited, with access 
of air, until only pure sesquioxide of iron is left. 

Ferrocyanide of potassium may probably also be 
decomposed by heating with bisulphate of ammonia. 
The residue after ignition would then consist of a 
mixture of sesquioxide of iron and sulphate of potassa, 
from which the latter might be extracted with water. 
Or, to insure an accurate result, the igniled residue 
might be dissolved in hydrochloric acid, the sesqui- 
oxide of iron precipitated by ammonia, the solution 
evaporated, and the residual sulphate of potassa ig- 
nited and weighed. 


128. EXAMINATION FOR ARSENIC IN CASES OF 

POISONING. 

When poisoning by arsenic is suspected, the poison 
must be sought in the content^ of the stomach and in- 
testines, in the substance of these organs even, and in 
other entire organs, as the liver, spleen, ard lungs ; an 
examination must also be made of the vomited matters, 
and of the surrounding objects, upon which these may 
have fallen ; the urine and faeces should also be tested 
for arsenic. The nature of the case will decide in 
which particular direction the arsenic is to be looked 
for. It may also sometimes be necessary to examine 
the remaining portions of suspected food, or the ves- 
sels, in which the food has been contained, or even the 
vessel or paper which may have been used to contain 
the arsenic. When the body has been long interred, 
and is far advanced in putrefaction, and the wood of 
the coffin has rotted away, it becomes necessary to test 
the surrounding earth for arsenic which may have 
been derived from the body. 

The chemical investigation must be preceded by a 
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very careful examination of the contents of the stomach 
and intestines, or of the vomited matters. The sub- 
stances to be examined are spread out in new and clean 
porcelain dishes, turned over with perfectly clean glass 
rods or spatulas, and exaniined with the help of a lens. 
The analyst should seek especially for small white 
hard particles or grains of undissolved arsenious acid, 
which may be carefully picked out with a pair of pin- 
cers. These must be looked for especially in the folds 
of the mucous coat of the stomach and intestines. By 
stirring up the contents with distilled water, or better, 
with spirit, and pouring off the lighter organic mat- 
ters, it is often possible to separate a considerable 
quantity of the heavy arsenic-powder. 

In a judicial investigation of this description, the 
aim of all chemical operations is to obtain the arsenic 
in its elementary solid state, as the so-called metallic 
arsenic. In this form alone it is possessed of such highly 
characteristic properties as to render it impossible to 
confound it with any other substance, and to allow it 
to be distinctly recognized even when in almost impon- 
derable quantities. Moreover, all evidence of its pre- 
sence is insufficient, unless it can be laid before the 
tribunal in this form ; and all other forms and states of 
combination must be considered as affording inconclu- 
sive testimony as to the existence of arsenic in the 
substance under examination. This preparation or 
isolation of arsenic in its metallic state, even in the 
smallest, almost imponderable quantities, is very sim- 
ple and easy. Great difficulties, however, present 
themselves, when it is necessary to extract these traces 
of arsenic, which are diffused through a whole body, 
from the great mass of organic matter, and to convert 
them into some form of combination, from which the 
arsenic can be extracted in the metallic state. 

It is most convenient, in considering the process 
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employed for the chemical examination, to regard 
three different cases as possible : — 

I. The arsenious acid is found in the solid state in 
the contents of the stomach and intestines, or in the 
vomited matters. 

II. The poison is intimately and invisibly mixed 
with, or dissolved in, the contents, &c., and can there- 
fore no longer be found, or separated by mechanical 
means, in the solid state. 

III. The stomach and intestines are empty or no 
arsenic can be detected in them, since it has already 
been absorbed into the mass of the blood, or into the 
substance of the different organs. 

I. The arsenic is still to be found in the solid state, 
and may be picked out or separated by levigation from 
the contents of the stomach, kc* This case is the 
easiest of the three, since it is only to be proved that 
the substance found is really arsenic. This may be 
known by the grains or particles exhibiting the follow- 
ing characters, after having been properly freed from 
organic matter : — 

1. The particles are generally milk-white, more rarely 
clear and semi-transparent, hard, and brittle. 

2. A particle of arsenious acid, however small, when 
introduced into a small tube closed at one end, and 
heated in the edge of the spirit-flame, volatilizes and 
recondenses farther up the tube, in the form of a white 
sublimate which may be seen, especially when exam- 
ined with a lens, by sunlight, to consist of very lus- 
trous octohedral crystals. 

8. A small fragment placed upon red-hot charcoal, 
is volatilized, emitting a powerful odor of garlic (on 
red-hot glass or porcelain it volatilizes without garlic 
odor, because it is not reduced to the state of metal). 

* Poisoning sometimes happens from commercial metallic arse- 
nic (dy-poison, cobalt, &c.)* Brownish-black grains or particles 
bhoald then be looked for, which are easily recognized as arisenio. 
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4. A particle of the substance is placed in the end 
of a very narrow tube (Pig. 40), and above it several 

. Fig. 40. 



splinters of freshly -ignited charcoal so that they may 
occupy about ^ inch of the tube. This part of the 
tube is now held horizontally, in the flame of the spirit- 
lamp, in such a manner that the spot where the arse- 
nious acid is placed may remain without the flame. 
When the charcoal is heated to redness, that portion 
of the tube is also brought into the flame when the 
volatilized arsenious acid, passing over the red-hot 
charcoal, is reduced, and the metallic arsenic deposited 
beyond the charcoal, in the form of a dark, lustrous, 
metallic ring. By a gentle heat, this metallic incrus- 
tation may be carried still farther up the tube. If 
the incrustation be chased hither and thither in the 
tube it is oxidized, or at least partly, and converted 
into small shining, colorless, volatile crystals of arse- 
nious acid. If the tube be cut ofiF, just before the part 
which contains the metallic ring, and the latter then 
gently heated, the characteristic garlic odor of arsenic 
may be perceived on approaching the nose to the ori- 
fice of the tube. 

5. This reduction of arsenic to the metallic state 
may be effected with greater ease and certainty by 
dissolving a small quantity of the substance in water 
containing hydrochloric acid, and testing the solution 
in Marsh's apparatus, in the manner to be presently 
described more particularly. 

6. A particle of the arsenious acid is heated in a 
small glass tube, closed at one end, with a piece of dry 
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acetate of potassa about as large as a pin's head, when 
the indescribably offensive and characteristic odor of 
kakodjl should be evolved. 

7. One or more fragments are finely powdered, 
under distilled water, the powder rinsed into a small 
beaker-glass with 20 or SO drops of water, and the 
mixture heated nearly to ebullition until the powder 
is dissolved. A part of this solution is mixed, in a 
small test-tube, with several drops of solution of nitrate 
of silver, and afterwards with very dilute ammonia, 
added drop by drop. In this way, if the substance 
were arsenious acid, a considerable bright yellow pre- 
cipitate of arsenite of silver will be produced. — An- 
other portion of the liquid, mixed with several drops 
of a clear solution of ammonio-sulphate of copper, 
gives a fine yellowish-green precipitate of arsenite of 
copper. A third quantity of the solution, mixed with 
a few drops of hydrochloric acid, and afterwards with 
several times its volume of sulphuretted-hydrogen- 
water, gives a bright yellow precipitate of tersulphide 
of arsenic, which redissolves perfectly on adding am- 
monia. 

Of all these reactions, the reduction to the metallic 
state in Nos. 4 and 6 is the most necessary, because it 
is most characteristic and conclusive. The others are 
to be viewed rather in the light of superfluous confir- 
mations, and are only employed when a considerable 
quantity of substance is at the analyst's disposal. 

II. Arsenic can no longer be perceived by the eye, 
or mechanically separated, in the solid state, but is 
contained in a state of solution, or of intimate mixture, 
in the contents of the stomach, &c. In this case, 
which is more diflScult and of more frequent occur- 
rence than the preceding, the problem consists in dis- 
solving and destroying, by appropriate reagents, the 
whole mass of the organic matter composing the con- 
tents, the vomited matters, the food, and even the 
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stomach and intestines themselves. This is always 
necessary before the arsenic can be detected with cer- 
tainty. 

It is indispensably necessary that this operation 
should be preceded by a most careful examination of 
the reagents to be employed, in order to ascertain 
whether they contain, as is not unfrequently the case, 
a small quantity of arsenic. This is equally requisite 
whether the reagents have been purchased or have 
been prepared by the analyst himself. The distilled 
sulphuric acid, the hydrochloric acid, and the zinc 
must especially be examined. This is most conveni- 
ently effected in Marsh's apparatus, which will be pre- 
sently described, and which is invaluable as allowing 
the reagents, which are employed in it, to be so readily 
and surely tested. Without such previous proof of 
the absence of arsenic in the reagents, upon which the 
chemist must lay great stress in his depositions, the 
detection of arsenic in investigations of this descrip- 
tion cannot be brought forward in evidence, since it 
might have been derived from the reagents employed. 
It should farther be observed and stated in evidence, 
that the investigation was conducted with new utensils 
and vessels which had not been used before ; and it is 
advisable, moreover, to insure perfect satisfaction, that 
it should not be carried out in an ordinary chemical 
laboratory, or, at all events, that the laboratory should 
be well eleared before the judicial inquiry is entered 
upon. 

If arsenic should be found in an examination con- 
ducted with all these precautions it is still necessary 
to reflect that it might occur in the body quite acci- 
dentally ; especially after the administration of certain 
medicinal remedies, such as the antimonial compounds, 
preparations of phosphorus, phosphoric, sulphuric, 
and hydrochloric acids, which may contain arsenic 
from carelessness in their preparation. Even the hy- 
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drated sesquioxide of iron, administered as an antidote 
in a suspected case of poisoning, might have contained 
arsenic, unless prepared with great care. Or the 
arsenic maj have been administered as a remedy 
(especially as a secret medicine). When bodies have 
been exhumed, it becomes necessary to test the earth 
with which the coffin has been in contact^ since it 
sometimes happens that soils» especially such as are 
ferruginous, contain appreciable quantities of arsenic, 
which might have entered into the body. 

Various methods are employed for the modification 
or destruction of the organic matters, with a view to 
the extraction of the arsenic. 

1. When the substance is in the form of a paste, as 
in the contents of the stomach and in the faeces, 
chlorine-gas is passed to saturation. The chlorine is 
prepared by means of sulphuric acid and manganese, 
which have been previously tested, and is washed by 

fassing through a small but high column of water, 
n order to assist the action, the mass may, at the same 
time, be gently heated. Lastly, when it is completely 
saturated with gas, coagulated, and bleached, the mix- 
ture is heated nearly to ebullition to expel the excess 
of chlorine, and the solution, which must contain the 
arsenic, is filtered through paper free from smalt. 

2. The stomach and intestines, with their contents, 
are cut into fine shreds, placed in a porcelain dish, and 
the whole mass uniformly mixed. About ^ is then 
set aside in a clean covered glass, in case any accident 
should happen to the remainder. The mass is then 
treated with a moderately concentrated solution of 
potassa, and heat applied until it is entirely or almost 
entirely dissolved. Only a small quantity of potassa 
is necessary for this purpose, and the potassa should 
therefore be gradually added to the mixture, so as to 
avoid an excess, which would interfere with the sub- 
sequent operations. The sol ution is afterwards slightly 
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acidified with dilute sulphuric acid, and chlorine-gas 
is passed, to saturation, into the mass thus coagulated, 
as in 1. 

8. The organic matter cut into shreds, is treated 
with about as much pure concentrated hydrochloric 
acid as is equal to the weight of the dry substances 
contained in the mass ; enough water is then added to 
form a thin paste. The dish is heated on a water- 
bath, the contents stirred every five minutes, and about 
80 gi*s. of chlorate of potassa (free from lead) added to 
the hot liquid until it has become clear yellow, homo- 
geneousy and limpid. After being heated for some 
time longer, the solution is strained through a moist- 
ened filter of white paper, free from smalt, the residue 
washed upon the filter with hot water till the washings 
are no longer acid, the whole liquid poured together 
into a porcelain dish, and evaporated to about 1 pound 
upon the water-bath. 

The solution obtained by one of these methods is 
poured into a cylindrical glass or into a fiask, and a 
slow stream of sulphuretted hydrogen gas passed into 
it to complete saturation. All the arsenic is thus pre- 
cipitated as sulphide. Its precipitation is much pro- 
moted if the liquid be heated for about half an hour to 
50*^ or 60°, while the gas is passing, and allowed to 
cool before the stream of gas is discontinued. When 
saturated, the liquid is allowed to remain for twenty- 
four hours in a closed vessel. The precipitate which 
is then deposited has generally, even if much arsenic 
be present," a dirty, undecided, grayish-brown color.* 
The greater portion of the solution is poured oflf, and 
the precipitate thrown upon the smallest possible filter 
of Swedish paper, free from smalt> upon which it is 

* If lead, copper, mercury, or antimony were present, the preci- 
pitate wonld also contain the sulphides of these metals, for which 
it woald have to be particularly examined. 

23 


266 EXAMINATION FOB ARSENIC 

well washed. The filtrate, before being thrown away, 
should, for greater certainty, again be saturated with 
sulphuretted hydrogen gas aqd set aside for some time 
in a closed vessel. 

This precipitate always contains, in addition to sul- 
phide of arsenic, certain sulphuretted organic matters 
which are precipitated with it, and must be completely 
destroyed; this is best effected in the following man- 
ner: — 

The filter containing the precipitate is placed in a 
somewhat capacious crucible of genuine {)orcelain, and 
digested with concentrated nitric acid until the whole 
is converted into a homogeneous mass. The free ni- 
tric acid, of which more may be added if necessary, is 
neutralized with pure carbonate of soda, and the solu- 
tion carefully evaporated to dryness. It is important 
that the mass should contain a sufficient quantity of 
nitrate of soda, which is easily insured. It is gradu- 
ally heated over a large spirit lamp, or gas-burner, 
until the salt fuses ; it blackens at first, but afterwards 
fuses, quietly and without deflagration, to a clear color- 
less liquid. The whole of the organic matter is now 
burnt, and the arsenic converted into arsenate of soda. 

Pure concentrated sulphuric acid is then gradually 
dropped upon the cooled saline mass in the crucible, 
and a gentle heat applied, until, after addition of an 
excess of acid, the nitric and nitrous acids are com- 
pletely expelled, and the mass is converted into bisul- 
phate of soda. If nitric acid containing hydrochloric 
acid had been originally employed for the oxidation 
of the sulphuretted hydrogen precipitate, a loss of 
arsenic might now result, from its volatilization as 
chloride of arsenic. The purity, in this respect, of the 
nitric acid and carbonate of soda, must therefore have 
been previously ascertained. 

The acid saline mass is now dissolved, in the crucible 
itself, with the smallest quantity of hot water, and the 
solution introduced into Marshes apparatus. 
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4. The organic matter is introduced, together with 
the whole of the liquid, into a capacious tubulated 
retort, and about an equal weight of rock-salt, or of 
fused common salt, in small fragments, added. The 
retort is connected with a tubulated receiver, furnished 
with a delivery-tube which dips into water. A quan- 
tity of (tested) sulphuric acid, sufficient to decompose 
the whole of the chloride of sodium, is then ^poured 
upon the mass through a funnel tube passed into the 
tubulure of the retort. When the intumescence and 
evolution of hydrochloric acid have ceased, the con- 
tents of the retort are heated to boiling, the receiver 
being kept thoroughly cool. All the arsenic is thus 
distilled off as chloride, especially towards the last, in 
proportion as the contents of the retort become more 
concentrated, on which account the distillation should 
be carried pretty far. The arsenic is converted into 
chloride, even when it exists in the mass, in the form 
of sulphide. The distillate may be at once introduced 
into Marsh's apparatus. It is safer, since some organic 
matter might possibly have passed over, to precipitate 
the arsenic from the solution by sulphuretted hydro- 
gen, and to treat the precipitate as directed above. In 
the same way the small quantity of arsenic contained 
in the water in which the hydrochloric acid was con- 
densed, may be precipitated. This method seems to 
be the most simple and sure, to distil the mass directly 
with concentrated hydrochloric acid, instead of salt 
and sulphuric acid, and the arsenic passes over as 
chloride. 

Marsh's apparatus has the following simple con- 
struction : a is a two-necked bottle capable of holding 
4, or at most 1 pint. Both necks are fitted with new 
perforated corks, which must be perfectly tight. 
Through one of these, the funnel tube h is passed air- 
tight, and through the other, the bent tube c, which is 
expanded at c into a bulb about an inch in diameter. 


288 


KXAMIKATTON FOR ARSEIHC 


This bulb serves to collect the particles of liquid whicb 
are thrown up from the cooteuts of the bottle, and 

Fig. 41. 



which drop down again into the latter, from the ob- 
liquely cut end of the tube. The other end of this 
tube is connected, by means of a cork, with the tube 
d, about 6 inches long, which is filled with fused pure 
chloride of calcium, free from powder, destined to re- 
tain the moisture. In the opposite end of the tube d, 
is fixed, air-tight, another tube e, made of glass free 
from lead, 12 inches long, and at most j^^ inch in in- 
ternal diameter. It should be made of rather thick 
glass, and somewhat drawn out at the end. It must 
be observed that the funnel-tube d is indispensably 
necessary. If a two-necked bottle cannot be procured, 
one with a single neck must be provided with a cork 
bored with two holes. 

A better form of apparatus than the one just de- 
scribed is shown in Fig. 42, which difiers from it in 
having the large tube filled with asbestus to prevent 
impurities being carried over mechanically by the cur- 
rent of gas. 

Several ounces of granulated zinc are introduced 
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into the bottle, which is then half-filled with distilled 
water : when-the apparatus is all arranged, distilled 

Fig. 42. 



concentrated sulphuric acia is added in small portions 
by the funnel tube b, very gradually, so that the mix- 
ture may not become too hot, lest sulphuretted hydro- 
gen should be formed. The evolution of hydrogen is 
allowed to proceed until it is judged that all atmos- 
pheric air is expelled, and that the apparatus is per- 
iiectly filled with hydrogen. 

The narrow delivery -tube is then heated to redness 
at e, for at least half an hour, by a spirit lamp with a 
double draught, or a powerful gas-burner, the evolu- 
tion of hydrogen being constantly maintained by 
adding acid from time to time. In this way, the acid 
and zinc are tested for any trace of arsenic which 
might be present. If they are pure, no incrustation 
will be deposited at the ignited spot, e. If arsenic be 
present, a metallic mirror is obtained at this portion 
of the tube, and the acid and zinc cannot be used ; 
even the apparatus must then be carefully cleaned, or, 
better, replaced by a new one. In the same manner 
any arsenic might be detected in the hydrochloric 
acid, the chlorate of potassa (after having been com- 
pletely converted by fusion into chloride of potas- 

2d* 
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slum), the nitre, and the hydrate of potassa (for the 
third case), which most first be converted into sul- 
phate by adding sulphuric acid. The quantities em- 
ployed for testing should not be too small ; at least 
an ounce of each reagent should be taken. 

When the reagents have been tested in this manner, 
and shown to be absolutely free from arsenic, the 
examination of the substance may be proceeded with. 
The solution to be tested, containing any arsenic which 
may have existed in the body, is poured through the 
funnel tube b into the apparatus filled with hydrogen, 
and from which hydrogen is being evolved, the tube e 
being already heated to redness at the same spot. In 
order that none of the liquid may remain in the tube 
bf the latter is rinsed with a];)out the same quantity of 
pure water, care being taken that no air is poured in 
with it. 

If arsenic be present, there will soon appear, in the 
portion of the tube e, beyond the heated spot, a dark 
stain, which is at first brownish, and afterwards becomes 
lustrous and gradually increases until, when large 
quantities of arsenic are present, it forms an ppaque 
metallic mirror. At the same time the gas issuing 
from the tube e may be kindled, and a dish of white 
genuine porcelain held in the flame, which should not 
be too feeble; lustrous black or brownish spots of 
metallic arsenic will then be deposited, and a great 
many may sometimes be obtained. When the heated 
portion of the tube is not very long, more or less 
arsenetted hydrogen escapes decomposition and fur- 
nishes the above-mentioned spots. No imitation of 
porcelain (stone- ware or delf) should be employed for 
this purpose, since the glaze of these materials very 
often contains lead, the reduction of which might pro- 
duce dark spots even though no arsenic were present. 
If a large quantity of arsenic be contained in the mix- 
ture, so that many thick arsenic-spots can be obtained. 
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they may be easily recogni25ed by means of the charac- 
teristic reactions given above, after they have been 
dissolved in a few drops of nitric acid, and the greater 
excess of acid has been expelled by a very gentle heat. 
If only traces of arsenic be present, the spots are so 
feeble that their nature may remain uncertain. The 
only indication which is perfectly conclusive, is the 
production, in the red-hot tabe, of a metallic mirror, 
which must volatilizse when gently heated, and re-con- 
dense upon a cool part of the tube, at the same time 
imparting to the evolved gas the peculiar garlic odor. 

When the arsenical mirror no longer Increases, and 
the flame ceases to deposit the spots, the operation is 
discontinued. It is then very convenient to draw the 
tube e gently out, while it is still red-hot and soft, and 
to close it, when the metallic mirror is obtained J^n a 
tube, which may be sealed also at the other end, and 
laid before the authorities. 

If the analyst have reason to believe that a large 
quantity of arsenic is present, it is well not to employ 
the whole quantity of liquid at once, but to divide it 
into several portions, and to make use of a much lon- 
ger tube e, so as to obtain the arsenic-mirror in several 
places. The tube is then cut with a file into as many 
pieces as there are mirrors of arsenic. That which 
contains the most characteristic mirror is sealed at 
both ends and produced in court ; the remaining mir- 
rors are subjected to the tests given at p. 260, among 
which the ready volatility and alliaceous odor are the 
most characteristic and decisive. 

If after heating the tube for one honr, no stain or 
mirror make its appearance, and no traces of spots 
have been obtained from the flame, the absence of 
arsenic may be inferred, provided that proper care 
has been taken in the former part of the examination, 
so that the arsenic cannot have been lost through neg- 
ligence or awkwardness. 
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It is very important, in connection with this test 
(Marsh's) to remember that antimony also, whether as 
teroxide, or as antimonic acid, and especially when in 
solution in the form of a salt, yields under the same 
conditions as arsenic, a gaseous antimonetted hydrogen, 
which deposits upon the heated tube, and upon porce- 
lain, a mirror and spots very similar to those obtained 
with arsenic. This fact assumes so much greater im- 
portance, when it is remembered that preparations of 
antimony, especially tartar emetic, are administered as 
internal remedies, so that, in such cases, metallic mir- 
rors are obtained, similar to those of arsenic, but con- 
sisting, not of that metal but of antimony. On the 
other hand, it must not be forgotten that commercial 
arsenic, as it is employed for poisoning, frequently 
contains antimony. 

If the question be merely whether a metallic mirror 
consist of arsenic or antimony, it may be readily de- 
cided. The arsenic may be easily recognized by the 
reactions mentioned above, while the antimony-mirror 
presents very different characters. The antimony- 
mirror has a lighter color, and is more lustrous than 
that of arsenic; the antimony spots are darker and have 
often a tinge of blue. Antimony is not nearly so easily 
volatilized as arsenic, and although both mirrors may be 
chased from one part of the tube to another, there is a 
great difference in the heat necessary in the two cases. 
A very striking difference between the two deposits 
is seen in their behavior when heated ; the mirror of 
antimony, before volatilizing, fuses into small lustrous 
globules, which may, in all cases, be seen with the aid 
of a lens; the arsenic, however, exhibits no sign of 
fusion. The most characteristic distinction is the pro- 
duction of the garlic odor when the arsenic is volatilized 
while the antimony passes off in vapor without any 
perceptible odor. If that portion of the tube which 
contains the mirror be heated while the hydrogen is 
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still passing, the gas issaiog from the orifice of the 
tube will have a distinct garlic odor if the deposit 
consist of arsenic, but will be inodorous if antimony 
only be present The following reactions may also 
be applied to distinguish arsenic and antimony. 

The arsenical spots deposited upon porcelain disap- 
pear when moistened with a concentrated alkaline 
solution of hypochlorite of soda ; those of antimony, 
however, are not afiected by this reagent. If the spots 
consist of arsenic and antimony, the' latter not exceed- 
ing 5 per cent., the spots will also be entirely dissolved. 
Spots or mirrors of arsenic disappear when moistened 
with a drop of nitric acid, and gently warmed, forming 
a clear solution. If a drop of nitrate of silver be added 
to the solution, and a glass rod moistened with caustic 
ammonia be held over the liquid, but not allowed to 
touch it, the mixture assumes a yellow color, from the 
formation of a precipitate of arsenite of silver. Some- 
times, if too strong an acid or too great a heat have 
been applied, the precipitate consists of reddish-brown 
arseiiaie of silver. This characteristic color is always 
produced by nitrate of silver, when the arsenic spots 
are dissolved by placing the capsule over a vessel 
containing solution of chloride of lime and sulphuric 
acid. 

It is true that spots and mirrors of antimony also 
disappear when treated with nitric acid, the antimony, 
however, is not dissolved, but merely converted into 
white oxide, which gives no reaction with solution of 
nitrate of silver. The antimony dissolves in a mixture 
of one drop of nitric acid and one drop of hydrochloric 
acid ; if the greater excess of acid be carefully evapo- 
rated, and sulphuretted hydrogen- water be dropped 
upon the residue, a fiery-red precipitate of sulphide of 
antimony is produced. If the spot had consisted of 
arsenic, a lemon-yellow precipitate would have been 
obtained. 

If the spots be moistened with sulphide of ammonium 
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and dried at a very gentle heat» the arsenic becomes 
yellow, the antimony orange. The yellow spots of 
sulphide of arsenic are not affected by hydrochloric 
acid, while those of sulphide of antimony disappear on 
gently heating. 

If sulphuretted hydrogen gas be passed through the 
tube containing the metallic mirror, and heat applied, 
the metal is converted into a sulphide. If the mirror 
consist of antimony, black, or partly orange-red, sulphide 
of antimony is produced, while arsenic gives a yellow 
sulphide. The color, however, is not the only distinc- 
tion between these compounds, another is afiforded by 
their unequal volatility, sulphide of arsenic being far 
more volatile than that of antimony. 

Moreover, antimony, and arsenic, in the form of sul- 
phides, may be separated by cyanide of potassium, 
according to the method given in No. 62. 

The presence of antimony in the precipitated sul- 
phides may also be ascertained by oxidizing them as 
directed at p. 266. In that case, the fused mass, before 
treatment with sulphuric acid, should be dissolved in 
water, when the antimony would remain undissolved 
in the form of antimonate of soda. 

Or the precipitate by sulphuretted hydrogen may 
be washed with a concentrated solution of carbonate 
of ammonia, which is poured over it several times. The 
sulphide of arsenic is dissolved while the sulphide of 
antimony remains undissolved. If there is a consider- 
able quantity of the precipitate, a portion may be 
dissolved in aqua regia, the solution treated with sul- 
phurous acid to reduce the arsenic acid to arsenious, 
concentrated by evaporation, a piece of bright copper foil 
placed in it, and then warmed. Antimony and arsenic 
are reduced and cover the copper with a steel-colored 
coating, which is easily removed if the copper is heated 
with caustic ammonia. It is then easily determined 
which of the metals is present. If both, they may be 
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separated by heating the substance carefully in a slow 
current of hydrogen. All the arsenic will be sublimed. 
If hydrogen gas containing arsenic, is passed into a 
solution of nitrate of silver contained in a Liebig's 
bulb tube, it forms a precipitate of metallic silver, and 
arsenious acid, which is easily found in the liquid. 
Antimonetted hydrogen forms in a solution of silver, 
a precipitate of antimonide of silver. If a mixture of 
arsenetted and antimonetted hydrogen from the Marsh 
apparatus is conducted into a solution of silver, a 
mixture of antimonide and metallic silver are precipi- 
tated. If this precipitate is washed with hot water and 
then boiled with a concentrated solution of tartaric acid, 
the antimony alone is dissolved and is then easily 
recognized by hydrosulphuric acid after acidifying 
with hydrochloric acid. {See also No. 61.) 

III. If no arsenic was found in the stomach and 
intestines, it must be supposed to have been partly 
carried away in the vomited matters and fsaces, and 
partly absorbed into the mass of the blood, and into 
those organs which are rich in blood. In this case, 
the same process is employed as in the preceding, the 
arsenic being sought, according to the same method, 
in the liver, spleen, lungs, heart, and kidneys. If urine 
were found in the bladder, or feecal matter in the large 
intestines, they should be examined first. The urine 
must not be introduced at once into Marsh's apparatus 
since the frothing to which it gives rise would interfere 
with the progress of the experiment ; the urine should 
therefore be slightly acidified, with hydrochloric acid, 
sulphuretted hydrogen passed through it, and the sub- 
sequent process conducted as in the second case. 

Investigations of this description are in the highest 
degree laborious, troublesome, and disgusting, when 
the body to be examined has been interred for months 
or years, and has passed into a state putrefaction. In 
such a case, it is frequently no longer possible to dis- 
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tiogoish or separate individual organs, and tbe analyst 
is then necessitated to examine the whole mass of pntre- 
fied organs, or the whole of the soft parts which dry 
up under some particular local circumstances^ and even 
the bones. When this is the case, the body should 
not be laid in a bath of chlorine-water or solution of 
chloride of lime» in order to destroy the offensive odor, 
since arsenic may thereby be extracted and lost. If 
chlorine-gas be employed to disinfect the body, it must 
be evolved by means of distilled sulphuric acid free 
from arsenic. All the soft parts, especially those which 
may have formed parts of the abdominal viscera, are 
carefully separated from the bones, and treated as in 
the second case. 

The following is another convenient process to be 
especially preferred for the treatment of bodies which 
have been exhumed entire after some months' interment. 

The entire soft parts are treated in a large dish of 
genuine porcelain, with moderately strong nitric acid, 
which has been previously tested for arsenic; the dish 
is then heated upon a sand-bath, and its contents well 
stirred, until the organic matters are so far destroyed 
and dissolved as to form a homogeneous pasty mixture. 
This is now neutralized with a solution of pure hydrate 
or carbonate of potassa, and about as much finely- 
powdered nitre (previously tested) added, as is equal 
in weight to the soft parts. The whole is now evapo- 
rated to dryness, with constant stirring, and the dry 
mass introduced by degrees, in small portions, into a 
new clean Hessian crucible heated to dull redness. la 
this manner, the whole of the organic matter is burnt, 
and the arsenic, if present, converted into arsenate of 
potassa. In this process, it is important» and not very 
easy, to add the proper quantity of nitre. If too little 
nitre be employed, part of the organic matter may 
remain unburnt, and arsenic may be volatilized from 
the carbonaceous mass; on the other hand, too much 
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nitre would interfere with the subsequent treatment of 
the mass. It is better to make a preliminary test with 
a small portion of the mixture, by introducing it into 
a small red-hot crucible, and observing whether the 
mass is perfectly white after deflagration. If it be 
black and carbonaceous, more nitre must be added. 

The mass, which now consists essentially of carbo- 
nate, nitrate, and nitrite of potassa, and may also contain 
arsenate of potassa, is dissolved in the smallest possible 
quantity of boiling water, and the solution, without 
filtering off from the suspended phosphate of lime and 
silica, gradually mixed, in a porcelain dish, with a 
slight excess of sulphuric acid. The pasty saline mass 
thus produced is carefully heated till all the nitrous 
and nitric acids are expelled, a point to which great 
attention must be paid. On cooling, the mass is stirred 
up with a little cold water, and the solution poured off 
from the large deposit of sulphate of potassa. The 
latter is washed several times with cold water, the 
washings mixed with the first solution, and the liquid, 
treated as above, with sulphuretted hydrogen. The pre- 
cipitate then only requires to be oxidized with nitric 
acid, with the precaution that the acid must be entirely 
removed by evaporation before the solution is intro- 
duced into Marsh's apparatus. 

It is rarely of importance to the evidence that the 
weight of arsenic existing in a body should be deter- 
mined. Such an estimation can only be relative, sinee 
it is impossible to extract and weigh the whole of 
the arsenic contained in all the parts of a body. In 
such a case, a somewhat longer reduction-tube should 
be employed, into which is introduced a closely twisted 
spiral of pure bright copper, about two inches in 
length ; this spiral is accurately weighed with the tube. 
The latter is then heated in two places, one nearer the 
evolution-bottle, for the deposition of a mirror; the 
other, at some distance, where the strip of copper is 
24 
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placed, which combines with all the remainiDg arsenic, 
forming steel-gray arsenide of copper. The increase 
of weight of the tube indicates the amount of arsenic, 
which is calculated as arsenious acid. 


129. EXAMINAiaeN FOB PHOSPHOBUS IN CASES 

OF POISONING. 

Since phosphorus has been used to poison mice, &c., 
and the poisonous action of friction matches has become 
extensively known, phosphorus has not unfrequently 
been resorted to as an agent for causing death. It is 
often necessary, therefore, to examine some article of 
food, or the contents of a stomach, for this substance. 
It is obvious that, in cases of the kind, his whole 
attention must be directed to the separation of the 
phosphorus in the/ree sioie, or to producing such reac- 
tions as will enable him to infer the presence of free 
phosphorus ; since the mere finding of phosphorus in 
form of phosphates would prove nothing, as phosphates 
invariably form constituents of animal and vegetable 
bodies. 

A. Detection of Unoxidized I^osphorus. 

I. Test in the first place the suspected matters as to 
whether free phosphorus is recognizable by its odor or 
by its luminosity in the dark, exposing, for this pur- 
pose, the materials to the air, as much as is necessarv, 
tj rubbing, stirring, or shaking. 

II. A portion of the substance is placed, according 
to the plan of J. Scherer, in a small flask; suspend in 
it, above the substance, by aid of the loosely fitted cork, 
a slip of filter paper moistened with neutral solution 
of nitrate of silver, and warm the whole to 85*^ to 105^ 
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Fah. In case the paper is not colored black after 
some time, unoxidized phosphorus cannot be present, 
' and it is then unnecessary to proceed further by the 
methods III. and IV. The operator may go on to (VI.)« 
If, on the other hand, the paper blackens, this is no 
certain evidence of the presence of phosphorus, because 
various substances, viz., hydrosulphuric acid (detectable 
by means of a slip of paper moistened with solution of 
lead or terchloride of antimony), formic acid, products 
X)f putrefaction, &c., may produce the same result. 
Proceed then with the substance as directed in III. and 
IV. 

III. The luminosity of. phosphorus, of all its charac- 
ters, furnishes the most striking evidence of its presence 
in the free state. A large sample of the substance is 
accordingly examined by the following well-proved 
and admirable method of E. Mitscherlich. 

Mix the substance under examination with water 
and some sulphuric acid, and subject the mixture to 
distillation in a flask, A. (See Fig. 43.) This flask is 
connected with an evolution-tube Ä, and the latter again 
with a glass cooling or condensing tube, o c c, which 
passes through a perforated cork, a, in the bottom of a 
cylinder, B, into a glass vessel, 0. Cold water runs 
from D, through a stopcock, into a funnel, ^, which 
extends to the bottom of B ; the warmed water flows 
off throuh g* 

Now, if the substance in A contains phosphorus, 
there will appear, in the dark, in the upper part of the 
condensing tube at the point r, where the aqueous 
vapors, distilling over, enter that part of the tube, a 
strong luminosity, usually a luminous ring. If you 
take for distillation 5 oz. of a mixture containing only 
■j^^ih of a grain of phosphorus, and accordingly ov^ 1 

'"' Instead of this vertical condenser, an ordinary glass one used 
for distillation maj be sabstituted. 
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part of pboBphoruB, in 100,000 partn of mixtare, yon 
may distil over 3 oz. of it — which will take at least half 
an hour — without the luminosity ceasing; Mitscherlieh, 
ia one of bia experimenu, stopped the diütillation after 

Fig. 43. 


half an boar, allowed the flask to stand uncorked a 
fortqight, and then recommenced the distillation : the 
luminosity was as strong as at Srst. If the fluid 
contains substances which prevent the luminosity of 
phosphorus in general, such as ether, alcohol, or oil 
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of turpentine, no luminosity is observed so long as 
these substances continue to distil over. In the case 
of ether and alcohol, however, this is soon effected, 
and the luminosity accordingly very speedily makes 
its appearance ; but it is different with oil of turpentine 
which exercises a lasting preventive influence upon 
the manifestation of this reaction. 

a. After the termination of the process, globules of 
phosphorus are found at the bottom of the receiver, 
0. Mitecherlich obtained from 5 oz. of a mixture con- 
taining \ grain of phosphorus, so many globules of 
that body that the one-tenth part of them would have 
been amply suflScient to demonstrate its presence. In 
medico-legal investigations these globules should first 
be washed with alcohol and then weighed. A portion 
may afterwards be subjected to a confirmatory exami- 
nation, to make quite sure that they really consist of 
phosphorus : the remainder, together with a portion of 
the fluid which shows the luminosity upon distillation, 
should be sent in with the report. 

The experiment should be made in a perfectly dark 
room, b^st at night. If it is made in the daytime the 
room should Ife darkened bv aid of curtains or blinds, 
so that no reflections whatever from the surfaces of the 
glass vessels or of the fluids moving in them shall oc- 
casion mistakes. It is advisable, even, especially when 
very minute traces of phosphorus are searched for, to 
pass the evolution-tube through a screen, at b, to pre- 
vent such reflections being occasioned by the light of 
the lamp by which the flask is heated. 

The residue of the distillation is further examined 
according to (yi.) for phosphorous acid. The distil- 
late, also, may be tested in the same manner to confirm 
the presence of phosphorus, or of phosphorous acid 
arising from its oxidation. 

IV. Another sample of the substance may be exa- 
mined, according to experiments made by Neuhauer 

id4* 
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and Freaenifia, in the following manner. It is brought 
into a flask with doubly-perforated stopper, water is 
added, if necessary, and dilute sulphuric acid to aid 
reaction. Washed carbonic acid gas* is now slowly 
conducted through the mixture by means of a glass 
tube passing through the cork and reaching nearly 
down to the bottom of the flask. From a short tube 
above the current of gas is led through one or two 
Y-formed tubes which contain neutral solution of ni- 
trate of silver. When the flask is filled with carbonic 
acid it is warmed in a water-bath. The experiment is 
kept up for several hours. If free phosphorus be 
present, a portion of it volatilizes unoxidized in the 
stream of carbonic acid, and on passing into the silver- 
solution produces there an insoluble black precipitate 
of phosphide of silver, together with phosphoric acid. 
Since a black insoluble precipitate may be caused by 
various volatile reducing agents or by hydrosulphurio 
acid, its appearance is not proof of the presence of 
phosphorus, though its non-formation demonstrates 
conclusively that free phosphorus is absent. 

a. A PBEGiPiTATfi formed in the silver solution in 
the above experiment is collected on ^ filter (which 
has been previously washed with dilute nitric acid and 
water), and is well washed with water. The phosphide 
of silver, which may be contained in this precipitate, 
is detected by the method of Bhndlot, improved by 
DiLSsard. a, Fig. 44, is an apparatus tor evolving hy- 
drogen; b is filled with fragments of pumice-stone 
drenched with concentrated potassa-lye ; c is a common 
spring clamp; d ä clamp that can be nicely adjusted 
by means of a screw or wedge ; e is a platinum jet 
which is kept cool by means of moistened cotton. 
This platinum jet is essential, since the flame would 
be colored yellow if burned directly from a glass tube. 

* The apparatus, Fig. 41, may be convenientl/ emplojed. 
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At tke outset it is needful to test the sulphuric acid 
and zinc to demonstrate that they yield hydrogen free 
from phoaphuretted hydrogen. For this purpoaeallow 
the gas to evolve until air is displaced from the appa- 

Fig.44. 


ratua, then close c until the acid has been forced into/, 
then close d, open c, and lastly open d, cautiously in- 
flaming the gas at the jet and properly regulating its 
issue. If the flame, when examined in a rather dark 
place, is colorless, exhibits no trace of a green cone in 
Its interior and no emerald-green tinge when a porce- 
lain dish is depressed into it, the hydrogen is pure. 
After verifying this result by a second trial, the preci- 
pitate to be examined is rinsed into/, care beiog taken 
that it passes completely into a, and the flame is again 
observed as before. In case but a minimum of phos- 
phide of silver be present the green inner cone and 
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emerald-green coloration of the flame will be percep- 
tible. 

b. The SOLUTION filtered from the silver precipitate, 
is freed from excess of silver by hydrochloric acid, 
filtered through a well purified filter, strongly concen- 
trated in a porcelain capsule, and finally tested for 
phosphoric acid by means of molybdate of ammonia or 
magnesia mixture. 

In this manner we have most plainly detected the 
phosphorus of a common match mixed with a large 
quantity of putrefied blood, and in presence of those 
substances which prevent luminosity in the method of 
Miischerlich. 

V. When enough phosphorus is present to weigh, 
its estimation is practicable by adopting Scherer's 
modification of the process of Mitacherlich, The mass, 
acidified with sulphuric acid, is distilled in an atmos- 
phere of carbonic acid gas. For this purpose it is best 
to fit into the cork of the flask in which the mixture 
is distilled, a second tube through which pure carbonic 
acid may be transmitted into the distilling apparatus, 
until it is completely filled, when the stream of gas 
may be cut off and the process continued as usual. 
The receiver may consist of a flask with a doubly 
perforated cork, the opening of which passes over the 
end of the condensing tube, the other carrying a bent 
glass tube which is connected with a U tube containing 
solution of nitrate of silver. 

When the distillation is finished, globules of phos- 
phorus are found in the receiver, which, after again 
establishing a gentle stream of carbonic acid, are united 
by gently heating and then are washed and weighed 
as described (III. a). The solution poured off from 
the globules is luminous in the dark, when shaken, 
though not to the same degree as in MitscherlicKs 
process. The phosphorus in this liquid may be deter- 
mined, after oxidation, by nitric acid or chlorine, as 
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phosphoric acid; though, only, when the operator is 
certain that none of the contents of the distilling flask, 
which usually contain phosphoric acid, have spirted 
into the condenser. The entire quantity of phospho- 
rus is obtained by adding to that, thus determined, 
what exists in the U tube. Its contents are treated 
with nitric acid, the silver thrown down by hydrochlo- 
ric acid, filtered through a washed filter, concentrated, 
precipitated as phosphate of ammonia-magnesia, and 
weighed as phosphate of magnesia, 

B. Detection of Phosphorous Add, 

VI. In case free phosphorus itself has not been 
detected by the above methods, it is needful to look 
for the first product of its oxidation, viz., phosphorous 
acid. To this end the residue of the distillation (II. a.), 
or (V.), or also the residue of (IV.) is brought into the 
apparatus. Fig. 44, and tested as described (IV. a.) as 
to any green coloration of the evolved hydrogen. If 
the phosphorous reaction appears, it is sufficient ; other- 
wise organic matters may have hindered its production. 
If, therefore, the flame is not colored, the clamp is 
closed, and a U tube containing neutral solution of 
nitrate of silver is affixed to the apparatus and the gas 
is allowed to stream slowly through the silver solution 
for many hours. In presence of phosphorous acid, 
phosphide of silver is formed, which is filtered off and 
examined as directed in (IV. a.). 


130. SILICATES.* 

A few silicates are directly attacked by acids, while 
others cannot be decomposed by acids, except by the 
addition of a base, as, for example, lime. 

* Metlioda of Sainte-Claire Deyille, as given bj Messrs. Grandeau 
and Troost. 
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By modifying the composition of a silicate, it may 
always be rendered decomposable by an acid. For 
example, a silicate containing the following elements: 
Silica, Lime, 

Alumina, Magneaia, 

Iron, Potassa, 

Manganese, Soda. 

This combination occurs in porphyry, gneiss, and 
granite. 

In the first place it ia necessary to observe the action 
ofJieat upon the silicate, and if there is a loss in weight, 
to determine its nature, whether it consists of water or 
duoriue. 

Fig. 46. 


In most cases, the water contained in a silicate 

evaporates at a red beat, and it ia only necessary to 
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heat it over a lamp fed by bellows. The water from 
talcose minerals is only driven off at a white heat. 

This temperature may be obtained by using the 
lamp represented in Fig. 43. The apparatus is com- 
posed of three principal pieces; a bottle a communi- 
cating with the tube b with the reservoir i of spirits 
of turpentine or the lamp proper, which communi- 
cates by the double tube o with an apparatus for the 
distribution of air forced by the bellows K, which 
feeds at the same time the tube h.* 

Generally when minerals lose their volatile matt«r, 
only at the temperature attained by the large lamp, it 
ia those containing fluorine, and it is then necessary 
first to. examine the nature of the volatile matter. 

The calcination is carried on until neither water nor 
fluorine remains. 

It should be noticed whether any material is lost in 


a thfok plate ; lalow by a copper plate raised esternally in anoh 
s mauner aa to form a little cap aroaad the tamp In wLioh water 
1b poured. 

For the management of this lamp we refer to the artiete by 
M. H. UeTiUe, Aunalea de Chimie et de Pbysique, 3d aeries, vol. 
xUi. 
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the operations of calcination or not The substance 
is introduced in small fragments into a weighed cruci- 
ble, after which the whole is weighed, then placed 
over a gas lamp for several minutes, in order to eva- 

E orate the water and see if there is any loss indicated 
J the balance. 

It is heated until the weight is constant, and then 
taken from the smaller lamp and placed over the larger 
one, Fig. 46; at this temperature it may be fused, 
decrepitated, change its color, all of which should be 
carefully noted; when it is certain that the mineral 
does not lose any more in weight we may proceed to 
the analysis. 

The silicate is decomposed by the means of .lime ;* 
there should be the least possible amount of it added, 
still, it is necessary to employ such a quantity that in 
pulverizing the glass obtained and treating it with 
acids the silica will take the gelatinous form. 

To decompose bottle glass it is necessary to add 
from 10 to 20 per cent, of carbonate of lime, window 
glass a little more of it. Wollastonite, amphibole, and 
pyroxenes 85 per cent, of their weight ; feldspar re- 
quires 55 per cent., and some substances containing 
a large proportion of alumina and silica, as disthene, 
require 75 per cent. 

As a general rule the quantity of lime to be added 
is in proportion to the amount of silica contained in 

* [To prepare it, white marble is dissolved in nitric aoid, evapo- 
rated to dryness, ignited in a platinum orncible nntil the nitrate 
begins to decompose, and caustic lime is formed on the surface. 
It is then treated with distilled water and the thick liquid boiled 
for some time. It is then filtered, and, when cold, an excess of 
concentrated carbonate of ammonia is added. This is decanted 
and washed for some time with warm water over a funnel covered 
with a piece of cotton cloth. If there remains any nitrate of am- 
monia in the carbonate of lime, it will form nitrate of lime during 
the desiccation or at the commencement of the calcination, and 
the loss of weight which is thus caused in the carbonate will be 
an error.] 
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tbe substance to be analyzed ; the maximum should 
correspond to the pure silica which requires 110 to 
112 per cent. 

When an analysis is to be made the quantity of 
silica is only known approximately by experiments 
with the blowpipe. With this uncertainty it is better 
to use too much lime than too little, but a large excess 
must not be used, for most silicates contain bases some- 
what votatile, as potash and soda, which if set free will 
cause loss. 

The silicate is ground, passed through a silk siev^ ; 
it is not necessary to carry this sifting very far, at least 
if the silicate is not very hard or with very great diffi- 
culty decomposed, in which case it would be better to 
pulverize it in a small steel crusher than to employ an 
agate mortar. 

When the steel crusher or mortar is used, it is 
necessary to digest the powder obtained in nitric acid, 
wash with water, and ignite gently to bring the ma- 
terial to its original purity; when this is done the 
substance is placed in the crucible and weighed, and 
the proper amount of carbonate of lime added. 

The mixture being weighed, it should be mixed as 
thoroughly as possible with a little strip of platinum. 
All the dust adhering to the platinum should be brush- 
ed into the crucible with a small feather, then the 
feather passed around the interior of the crucible in 
such a manner äs to bring all together at the bottom, 
and at the same time passed between the crucible and 
the powder, so as to detect the mixture. 

During this time the powder has absorbed a little 
moisture ; the crucible is placed for a moment over 
the small lamp^ and heated to such a temperature that 

* Ordinary gas lamp without bellows. The lamp with turpen- 
tine and bellows is termed the larger, and the gas lamp with only 
bellows attached, the smaller. 

25 
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each part of the surface of the matter becomes incan- 
descent, allowed to cool, again weighed, and a difference 
is always found, provided the carbonate contains hygro- 
scopic water. 

l^e material being thus prepared, it is heated for 
fifteen or twenty minutes over the smaller lamp (gas 
lamp fed by bellows) in such a manner that the car- 
bonate acts upon the silicate without fusing; after 
having thus expelled the carbonic acid, the substance 
is placed over the large lamp, and it is necessary that 
the glass produced should be well fused, homogeneous, 
and if it is colored, transparent ; all the peculiarities 
should be observed, and the weight thus produced 
should be deteimined. 

The glass should then be detached from the crucible 
with the greatest possible care, in such a manner as 
not to lose any of it, placed in an agate mortar, covered 
with sheepskin, and ground with bare, but not too fine. 
The pulverized glass is then placed in a weighed pla- 
tinum crucible, heated to 200^ or 800^, and the glass 
to be analyzed weighed. 

The glassy material moistened with water is treated 
with nitric acid, being stirred constantly with a glass 
rod, so as to prevent the mixture forming a compact 
mass at the bottom of the crucible. When all that is 
found upon the glass rod is detached, and it is heated 
over the lamp to be sure that nothing remains, the 
crucible is placed upon the sand-bath and heated to 
such a temperature that no more nitric acid is given 
off and nitrous, vapors begin to form. 

If the material contains any iron or manganese, it is 
necessary to wait until the color becomes uniformly 
red or black, and then there should be added enough, 
of a concentrated solution of nitrate of ammonia to 
moisten the entire mass, which is heated over the 
sand-bath, covering the crucible with a funnel ; after a 
moment it is uncovered and odor observed. If the 
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smell of amtxionia is distinctly perceived, the process is 
continued ; if it is not, a drop of ammonia is added 
with a glass rod, the mixture stirred, and notice is 
taken if the smell of ammonia remains and if a pre- 
cipitate is formed; generally there is no precipitate, 
and it is then certain that all the alumina has been 
precipitated by the calcination. It is left to digest on 
the sand-bath until it is also certain that the nitrate of 
ammonia has penetrated the whole mass, then a little 
water is added, and the liquid decanted, to prevent 
accident, on a filter. 

Water is again placed in the capsule, boiled, de- 
canted, and washed a dozen times in order to be sure 
that the boiling water penetrated the entire mass; 
when the decanted liquid leaves no residue if evapo- 
rated on platinum foil, the washing is discontinued. 

The material submitted to analysis is then divided 
into two portions — first, the portion soluble in nitrate 
of ammonia, and secondly, the insoluble portion left in 
the capsule. 

The insoluble portion in the capsule is treated with 
nitric acid, whic his left to digest slightly heated; nitric 
acid dissolves the alumina and the peroxide of iron. 

If manganese is not present, the silica which remains 
is white ; if present, it is black. The silica is washed, 
and the washings evaporated in a platinum crucible 
and ignited. 

The mixture of alumina and oxide of iron is weighed. 

If the silica contains peroxide of manganese, it is 
washed with dilute sulphuric acid, adding a crystal of 
oxalic acid. The oxalic acid decomposes the binoxide 
of manganese and converts it into peroxide, which 
dissolves in sulphuric acid ; the sulphate of mangan- 
ese is washed; the sulphate mixed with sulphuric 
acid in a platinum crucible is heated to 300° to 400°, 
and the sulphate of manganese weighed ; the silica re- 
mains in a state of purity after all these treatments 
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and wafibings, as much in the capsule as npon the fil- 
ter, which is used for decantations. AH these decanta- 
tions should be made upon the same filter. 

The filter is again placed over the silica in the cap- 
sule, the whole gently dried upon the sand-bath, then 
moderately calcined, when the silica should become 
white. 

The crucible and its cover are placed upon the 
balance, and quickly weighed. Inasmuch as the 
crucible cools, the weight that it is necessary to place 
on the side of the silica to obtain an equilibrium di- 
minishes more and more, by reason of the cooling of the 
surrounding air; on the other hand, as this cooling 
takes place, the silica absorbs the moisture to such an 
extent that its weight is changed and augmented even 
BO as to be seen. 

The crucible is then placed again warm upon the 
balance, the weights taken away from the side where 
the silica is, imtil the increase of weight of the silica 
ceases to be rapid. At the moment the balance is at 
rest, the weight is noted, which gives the weight of 
the silica. 

At this point in the analysis the weight has been 
found; first of the silica, secondly of the mixture of 
alumina and iron containing a little manganese. 

To be sure that the silica is pure, it is dissolved ia 
very dilute hydrofluoric acid; if quite pure it will 
leave no perceptible residue, except the ash of the 
filter. It is evaporated with a little sulphuric acid, and 
should leave no residue. 

After having weighed the crucible which contains 
the material after the ignition of the alumina and 
iron, the mixture is carefully removed and placed in 
a small platinum boat, previously weighed in a small 
corked tube ; the boat is heated to redness, and again 
weighed with its case or tube. The boat is then intro- 
duced into a platinum or porcelain tube, by aid of a 
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small wire which conducts the boat to the part of the 
tube, where it ahould.be heated. The tube ia then heated 
to redness and a current of hjdrogen passed through it.* 
When the iron is reduced, the stream of hydrogen is 
replaced by a current of hydrochloric acid gaa, which 
is continued for an hour or two. Fig, 48 shows the 
arrangement of this part of the analysis. There may 
be placed at the extremity of the tube a small flask, in 
which all volatile materials will condense if any escape 
from the tube. When the current of hydrochloric acid 

* Fig. 47 repreasDts & convenient appsratas for hjdmgaD. 

Pig. 47. 


A and B »re two Ixiltles oF foor or five Iftrea capacity, and tnba 
laiKil at the bottom. 11^ meaud of a rubber tuba E iliey ara niiiled 
111 Huch away ai to pat them in communication. 1'he mouth of 
tile bottle B is c1nse<I by a cork, which la pierced by a glssn tuin: 
terminated with tbu alopcoirlc R. Ttie bottle B is filled with frai;- 
nienta of »^lass to tbe level of tbe smaller liibe, and a larger part of 
the space above with lino. The bottle A is fllleil with water »iid 
liyri i-oohloric acid. By opening the stopcock R. th« acidiil;iie<l 
waii-r passes to the linc, and the hydrogen ia only given off when 
the gaa is nsed. 

2ß* 


has pns<scd long enough, which may be known by its 
I priiducing no more prolochloride of iron, it ia stopped, 
the hydrogen again passed to expel the vapor of hy- 
drochloric acid, and the tube left to cool before taking 
tlio boat from it. This is placed again in the case or 
tube and weighed ; the weight it has gained gives the 
weight of the alumina. 

Fig. 48. 


The separation of the alumina would be complete 
if the mass was perfectly pure, which ia not the case, 
if the material which comes from the nitrates is not 
sufficiently washed. 

In this case, the material which has been treated 
with nitric aeid, then with hydrochloric acid, may 
contain lime left with the alumina. The lime is found 
as chloride of calcium. The alumina is moistened 
with a amall quantity of water, which is decanted, 
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washed several times, dried, ignited in the boat, and 
weighed in the glass tube. There should be no change 
of weight, and a drop of oxalate of ammonia should 
give no precipitate in the washings if the alumina was 
pure. In the case of a precipitate a diminution of 
weight in the alumina would be found at the same time. 
The alumina is washed, dried, and weighed. The last 
weight obtained is taken for the definite weight of the 
alumina, and the difference from the first weight di- 
vided by two gives the weight of the lime (CaO = 28, 
CaCl = 56). 

To verify this weight, all the lime contained in the 
washings is precipitated by oxalate of ammonia, ignited, 
weighed, and this gives directly the weight of the lime. 

To determine by difference the quantity of iron and 
manganese which exists in the material at the same 
time with the alumina, we take from the entire quan- 
tity used for analysis : 1st, the weight of the pure 
alumina; 2d, the weight of the lime; the difference 
gives the weight of the mixture of iron and manga- 
nese. 

Separation of the Iron and Manganese. 

If the substance does not contain manganese, or if 
it is not necessary to determine the manganese sepa- 
rately, the analysis of the material insoluble in nitrate 
of ammonia is finished. But if the iron and the man- 
ganese are to be separated, recourse may be had to the 
following method : — 

Into a platinum tube a current of vapor of water, 
furnished by a retort containing distilled water and a 
few drops of hydrochloric acid, is passed. This vapor 
will be condensed in the tube, and will take with it 
into the flask or globe all the chloride of iron and man- 
ganese produced by the evaporation. This washing 
done, the waters are placed in a small crucible, and 
a few drops of sulphuric acid added, evaporated to 
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dryness, and the salphates gently calcined ontil the 
weight iH constant; the mixture of sesquioxide of iron 
and sulphate of manganese is then weighed, a little 
water poured upon the sulphate, decanted and washed 
upon a filter, which* is ignited with the peroxide of 
iron and weighed. This weight is the oxide of iron, 
which, taken from the weight previously obtained, 
gives that of the sulphate of manganese. By adding 
the red oxide of manganese deducted from the weight 
of the sulphate with the oxide of iron, the exact 
total weight of manganese and iron is known, which 
have been calculated by difference at the time when 
the pure alumina was weighed. This verification 
dispenses with the direct weight of the sulphate of 
manganese. If, however, it is deemed desirable to 
determine it, the sulphate from the washing should be 
evaporated, and the manganese may be weighed in 
this form. 

The preceding operations may be verified in the 
following manner : — 

1st. The alumina should be colored or slightly 
tinged with gray ; it should be soluble in bisulphate 
of potassa in large excess. 

2d. The oxide of iron, tested with the blowpipe with 
carbonate of soda in the oxidizing flame, should give 
no green color. 

8d. The sulphate of manganese, treated with the sul- 
phate of ammonia, a little nitric acid and ammonia, 
should give no precipitate. 

Analysis of the Materials soluble in Nitrate of Ammonia. 

They contain 1st, lime; 2d, magnesia, and sometimes 
manganese; 3d, potassa, 4th, soda. 

The liquid contains at first a certain quantity of 
lime, which has been introduced to decompose the 
mineral. A quantity of pure crystallized oxalate of 
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ammonia should be weighed out, sufficient to precipi- 
tate more than the quantity of lime present. It suf- 
fices for this purpose to multiply the weight of the 
lime by 2 J and to place this weight of pure pulverized 
oxalate in the liquid which is stirred and left to settle. 
When the liquid is clear, there should be added two 
or three drops of oxalate of ammonia, and if there is 
a precipitate, it is certain there was lime in the mate- 
rial to be analyzed. . There is added, successively and 
in quantities estimated approximately, solid oxalate 
of ammonia and a few drops of the dissolved oxalate, 
in such a manner as to be sure to have an excess of 
oxalate of ammonia and to add the least possible quan- 
tity of the solution of the oxalate so as not to increase 
the quantity of the liquid. It is left to settle for eight 
or ten hours and then decanted upon a filter. All the 
oxalate of lime is placed on the filter, by washing it 
little by little with warm water. The precipitate is 
then dried, ignited a sufficient number of times, and 
weighed. This determines the weight of the lime. 
From this weight increased by that which has already 
been found, the weight of the lime added to decompose 
the mineral is subtracted. This gives the weight of 
the lime existing in the original substance. 

The liquid which remains is evaporated in a platinum 
capsule, until the fluid is concentrated and syrupy. It 
contains considerable nitrate of ammonia, a little oxa- 
late of ammonia, and nitrates of magnesia, manganese, 
potassa, and soda. It is covered with a glass in such 
a way as to transform the capsule into a closed vessel, 
and the saline mixture is heated. The nitrate of am- 
monia is converted into nitrous oxide, the oxalate is 
decomposed and volatilized, and there remains in the 
capsule and on the glass those substances which it is 
necessary to heat to 300° with the gas or alcohol lamp. 
1st, nitrates and subnitrates of magnesia and manga- 
nese; 2d, nitrate of potassa; 3d, nitrate of soda. 
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A little water is added and a trace of pure tartaric 
acid, which being evaporated to dryness is disengaged 
with the vapors of nitric acid. The interior of the 
capsule will be filled with beautiful crystals of vola- 
tilized oxalic acid; it is heated to dull redness by 
covering the capsule in such a way that the carbonic 
acid may not be burned in the interior. In this ope- 
ration the oxalic acid has driven off the nitric acid 
and changed the nitrates into oxalates ; these at a red 
heat are convened into carbonates, and if by chance a 
small quantity of nitrate has escaped during the reduc- 
tion, the carbonic oxide and tartaric acid would have 
eliminated it, so that there would remain only carbo- 
nates. 

Water is now added to the magnesia and manga- 
nese remaining in the capsules, and the alkaline car- 
bonates are dissolved. It is decanted upon a very 
small filter, because it is not necessary to wash the 
carbonate of magnesia much ; it is remarkably soluble, 
particularly in cold water, and therefore the washing 
water should be boiling hot when used. 

The mixture of carbonate of magnesia and manga- 
nese is heated to redness and thus converted into 
magnesia and red oxide. The mixture is weighed in 
the same capsule in which the evaporation has been 
made. It is then treated with a boiling concentrated 
solution of nitrate of ammonia, and heated until no 
more ammoniacal fumes are given off. It is decanted, 
and the insoluble material washed, if any exists, and 
should be of a brown color. The capsule is then 
heated to redness and weighed. The difference be- 
tween these two weights gives the magnesia, and 
what remains in the capsule gives the weight of the 
manganese, the ammoniacal fluid containing the mag- 
nesia is placed asideto be examined as directed hereafter. 

The soluble carbonates of soda and potassa are 
treated with hydrochloric acid for experiment in a 
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glass closed witb a stopper. This glass is put in a 
warm place for ten or twelve hours, so that all evolu- 
tion of the hydrochloric acid may cease in the liquid ; 
the stopper is washed, the liquid in the glass evaporated, 
and the washing waters are also evaporated in a plati- 
num crucible ; the water and excess of hydrochloric 
acid are driven off, and a mixture of chloride of potas- 
sium and sodium is obtained, which always crystallizes 
in cubes when the chloride of sodium is in excess. 
Sometimes these chlorides have a slight red color, 
caused by a small quantity of nitrate left in the car- 
bonates, but any error is prevented by heating the 
chlorides to such a temperature as to decompose the 
chloride of platinum formed. The chlorides become 
black by the presence of the platinum, but this metal 
from the vessels does not alter the weight of the 
chlorides. 

The alkaline chlorides being weighed, a small quan- 
tity of water is added, and some chloride of platinum, 
if there* is any potassa. The mixture of chloride of 
platinum and alkaline salts is evaporated to a syrupy 
consistency, and treated with pure alcohol. The resi- 
due consists of the double chloride of platinum and 
potassium, and some chloride of sodium. It is dried 
and calcined in order to reduce the platinum. The 
chlorides of potassium and sodium are separated by 
water; the mixture is again ignited and weighed. 
The material which remained in the crucible is the 
platinum which proceeds from the double chloride. 
From the weight obtained we deduct that of the chlo- 
ride of potassium which it contains; by subtracting 
from the weight of the alkaline chlorides the weight of 
the chloride of potassium, the weight of the chloride of 
sodium is obtained. Having these weights it is easy 
to determine that of the potassa and soda. 

The following verifications may then be made : 1st. 
The lime which has been heated till cessation of loss 
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of weight should be soluble in nitrate of ammonia, 
with no other residue but the ashes of the filter. 2d. 
By adding ammonia-phosphate of soda to the ammo 
niacal solution of magnesia, the bulky precipitate of 
phosphate of ammonia and magnesia is formed. 3d. 
The manganese is verified as above stated. 4th. The 
chlorides of sodium and potassium are evaporated, 
gently ignited, and when treated with a mixture of 
alcohol and ether should not give any substance capa- 
ble of coloring the fiame red, which would indicate 
the presence of lithia. 

The materials which are decomposed by acids are 
treated directly in the same manner as those that are 
rendered decomposable by lime ; but it is necessary to 
do this in such a manner that the silica is always sepa- 
rated in a gelatinous mass. If not, it is necessary to 
ignite it with lime to bring it into this state. Thus 
our condition is that the substance can be decomposed 
by acid, producing gelatinous silica. The glass re- 
sulting from the decomposition of the mineral by lime, 
should have for its weight the sum of the weights of 
the materials used, and the lime added. The difierence 
should be one milligramme, or two milligrammes at 
most; it is more frequently nothing. 

Examination of the volatile materials in silicates. 

It has been seen at the commencement of the analy- 
sis of the silicates that it is necessary to heat the sub- 
stance to a very high temperature to expel the volatile 
materials. The water is freed at the temperature ob- 
tained by the small lamp ; but when it is necessary to 
use the large lamp, the presence of fluorides is indi- 
cated. 

The better way to make the presence of water in a 
mineral evident, is to place the material in a platinum 
tube, and pass a current of dry gas through the tube 
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at a red heat; a tube containing chloride of calcium 
is arranged to receive the water. This method is not 
always adopted, because it is frequently possible to 
determine other things with the water, but is some- 
times useful. In case there is only water, as in the 
zeolite, the ignition and loss of weight indicate the 
amount of water. 

When there is any evolution of volatile materials at 
a high temperature, these are, as stated, fluorides. 
There are a large number of fluorides, but we shall 
consider only those which may be expelled by calcina- 
tion; the fluoride of silioium, the fluoride of boron, 
and the alkaline fluorides. 

All the fluosilicates may be decomposed by heat, 
and all the fluorides, mixed with a suflicient quantity 
of silica, are changed into fluoride of silicium ; there- 
fore the fluoride of silicium may be determined at once, 
and it will be easy to determine the other fluorides. 

When a substance contains fluoride of silicium in a 
large quantity, topaz for example, and when it is desir- 
able to collect and determine this fluoride, the following 
method may be used : take three platinum crucibles, 
a large, medium, and small one. In the small one, 
which has been weighed, the material to be ignited is 
placed and weighed ; over the small crucible, covered 
with its lid, the medium crucible is inverted so as to 
form a cap, and finally the two crucibles thus arranged 
are placed in the large crucible ; the whole are weighed 
together in such a way that the weight of the appa- 
ratus, less that of the topaz, may be ascertained. Then 
pour between the last two crucibles a certain quantity 
of carbonate of lime and weigh it. This gives the 
weight of the apparatus, the topaz, and the carbonate of 
lime. 

The whole is heated to a red heat, the carbonate of 
lime is reduced to quicklime, and it is heated for a 
long time over the large lamp until the fluoride of 
26 
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silicium is completely expelled. When it is certain 
that the loss of the topaz is terminated, the crucible is 
taken from the fire and weighed ; there should be no 
loss except of the carbonic acid of the lime and the 
water. The quantity of the carbonate of lime being 
known, and therefore that of carbonic acid, it follows 
that the loss of weight, that of the carbonic acid being 
deducted, depends entirely upon the quantity of water 
which may have passed through the lime without 
being absorbed. 

This done, the crucible is slightly inclined, the lime 
taken out with the greatest care, generally rendered 
compact and adhering to the crucible by the presence 
of the fluoride of calcium and the silicate of lime. 
When a sufficient .quantity of lime has been taken out 
to free the medium crucible, this is withdrawn, and 
then the interior crucible is free ; it is weighed, and 
the loss of weight gives the fluoride of silicium which 
is evolved. 

It is necessary to prove that this is fluoride of sili- 
cium. The composition of fluoride of silicium is SiFg; 
if it is passed through the lime, it forms Si02,CaO-f- 
8CaF, a mixture of fluoride of calcium and silicate 
of lime, which gives an excess of lime again. It is ne- 
cessary to take all the substance around the medium 
crucible into the large crucible and boil it with nitrate 
of ammonia, which does not decompose the fluoride 
of calcium and silicate of lime. The quicklime is thus 
disposed of, and fluoride of calcium and silicate of lime 
remain in the proportions indicated above Si02CaO + 
CaF. 

The substance treated with sulphuric acid should be 
completely converted into sulphate of lime and fluoride 
of silicium. Therefore, after having treated it with 
nitrate of ammonia and washed it, sulphuric acid is 
added until no vapors are given off; the sulphate of 
lime thus formed is treated with boiling water and 
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acid until wholly dissolved. This washing is done on 
a filter, so that the sulphate may be acted upon more 
readily by the hot water. The residue on the filter is 
ignited, and should consist of only a very small quan- 
tity of silica. 

Fluoride of silicium and fluorine may be in excess, 
so that it may be possible to suppose an expulsion of 
free fluorine and fluoride of silicium. But this is not 
probable, because generally the silica is in excess of 
the fluorine, and cannot be set free without combining 
with the silica ; the topaz containing a large quantity 
of fluorine, and but little silica, only sets free fluoride 
of silicium. Admitting, however, that an excess of 
fluorine may exist, it is at the same time supposed that 
it contains no water. 

A sufiicient quantity of silica is added so that only 
fluoride of silicium will be set free, and two estimates 
are made; in the first the material alone is determined, 
and in the second the loss of the substance to which 
the silica has been added. The difference gives the 
amountof silicium necessary to neutralize the fluorine, 
and the quantity of free fluorine existing in the mate- 
rials is deducted from it. 


EQUIVALENT WEIGHTS OF THE ELEMENTS. 


Aluminum 
Antimony 
Arsenic . 
Barium . 
Bismuth . 
Boron , . 
Bromine . 
Cadmium 
Gassium . 
Calcium . 
Carbon 
Cerium 
Chlorine . 
Chromium 
Cobalt . . 
Columbium 
Copper 
Didymium 
Erbium . 
Fluorine . 
Glucinum 
Gold . . 
Hydrogen 
Indium 
Iodine . . 
Iridium . 
Iron . . 
Lanthanum 



H = l. 

Al 

13.7 

Sb 

122 

As 

75 

Ba 

68.5 

Bi 

208 

B 

11 

Br 

80 .1 

Cd 

56 

Cm 

133 

Ca 

20 

C 

6 

Ce 

46 

CI 

35.5 

Cr 

26.24 

Co 

29.5 

Cb 

47 

Ca 

31.7 

D 

48 

E 

56.3 

F 

19 

G 

9.3 

Au 

196.6 

H 

1 

In 

35.9 

I 

127 

Ir 

99 

Fe 

28 

La 

46.4 
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Lead 

Lithiatn 

Magnesium 

Manganese 

Mercury 

Molybdenum 

Nickel 

Nitrogen 

Osmium 

Oxygen 

Palladium 

Phosphorus 

Platinum 

Potassium 

Bhodium 

Eubidium 

Buthenium 

Selenium 

Silicium 

Silver 

Sodium 

Strontium 

Sulphur 

Tantalum 

Tellurium ., 

Thallium ., . 

Thorium ..,.,. 

Tin 

Titanium .... ^ ... . 

Tungsten , . . . . 

Uranium 

Vanadium 

Yttrium. 

Zinc 

Zjrconjum 

26*- 


Pb 
Li 
Mg 
Mn 

Hg 

Mo 

Ni 

N 

Os 



Pd 

P 

Pt 

K 

Rh 

Kb 

Bu 

Se 

Si 

Ag 

Na 

Sr 

S 

Ta 

Te 

Tl 

Th 

Sn 

Ti 

W 

U 

V 

Y 

Zn 

Zr 


H=l. 

103.5 
7 

12 

27.5 
100 

48 

29.5 

14 

99.6 
8 

53.3 

81 

98.7 

89.1 

52.2 

85.4 

52.2 

89.7 

14 
106 

23 

48.?5 

le 

91 

64 
204 
115.7 
69 
25 
92 
60 
51.3 
80.9 
82.6 


EQUIVALENT WEIGHTS OF COMPOUND BODIES. 


H»l. 


Alum 

Alamina 
Ammonia 


oarbonate of 


Ammonium 


chloride of 
oxide of . 
platinocbloride 


Antimonioas aoid 

Arsenate of magnesia-ammonia 

Araenio aoid 

Arsenious acid . 

Barium, chloride of . 

— ^— silicon aoride of 

Bafjta 

— ^-^ oarbonate of . 

— ^-^ Chromate of • 


Berjlla (gluoina) 
Biborate of soda 
Binoxalate of potassa 
Bismuth, terozide of . 
Bitartrate of potassa . 
Cadmium, oxide of . 
Calcium, chloride of . 
Carbonic acid • 
Chromate of lead 
Chromic acid 
Chromium, sesquioxide of 
Cobalt, protoxide of . 
Copper, protoxide of • 

suboxide of . 

Cyanide of silver 
Cyanogen . 
Ferrocyanide of potassium 


of 


( KO, SO3, AljOj, I 

\ 3S08-I-24HO j 

AljOj 

NHj 

2NH,0, 3C0, 

NH^ 

NH.Cl 

NH,0 

NH.Cl, PtClj 

SbO, 

2MgO,NH^O,As05+HO 

AsO, 

AsO, 

Bad 

3BaF, 2SiP3 

BaO 

BaO, COg 

BaO, CrO, 

Be-O. 

NaO, 2BO3-I-IOHO 

KO, 2Cj03+3HO 

BiO, _ 

KO, HO T 

CdO 

CaCl 

CO3 

PbO, Cr03 

Cr03 

CrjOj 

CoO 

CuO 

Cu,0 

AgCy 

CjN=Cy 

2KCy, FeCysrKjCfy 


H = l. 

474.6 

78.8 

17 
118 

18 

53.5 

26 

223.2 
153 
190 
115 

99 
104 
419.1 

76.5 

98.5 
127.3 

52.2 
190.8 
146.2 
232 
188.2 

64 

55.5 

22 
162.4 

50.7 

77.4 

37.5 

39.7 

71.4 
134 

26 
184.4 
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Ferrocyanide of potassium con- 
taining water of crystallization 
Fluoride of calcium 
Hydrochloric acid 
Iodide of palladium 

of potassium 

Iron, protoxide of 

— sesquiozide of 

Lead, acetate of 
_ chloride of 

protoxide of 

red oxide of 

Lime 

carbonate of 

Magnesia . 

Manganese, peroxide of 

— — ^-^— protosesquioxide of 

— — protoxide of 

Mercury, protochloride of 

protoxide of 

subohloride of 

suboxide of 

Molybdenum, binoxide of 
Molybdic acid . 
Nickel, protoxide of • 
Nitrate of baryta 

of lead . 

— ^ of potassa 
-^— of silver 
— — • of soda . 
— — of strontia 


Nitric acid 
Oxalic acid 


hydrated 
hydrated . 


^Phosphate of magnesia 

^ of soda . 

^ of soda with water of 

crystallization 
Phosphoric acid • 

Potassa 
■ bichromate of 

carbonate of • 

— — chlorate of • 
— — Chromate of . 

hydrate of 

Potassium, chloride of 


f 2KCy, FeCy+3H0 ) 
\ ssKjCfy-fSHO / 

CaF 

HCl 

Pdl 
EI 

FeO 

FCäOg 

PbO,Ä4-3HO 

PbCl 

PbO 
PbO, Pb^Oj 

CaO 
CaO, COj 

MgO 

MnOj 
MnO, MujOj 

MnO 

HgCl 

HgO 

Hg,Cl 

HgjO 

M0O2 

M0O3 

NiO 
BaO, NOß 
PbO, NOß 
KO, NO5 
AgO, NOg 
NaO, NOg 
SrO, NOg 

NO3 
HO, NOg 

3H0, CgOj 
2MgO, PO5 
2NaO, POg 

2NaO,HO,P06+24HO 

POg 

KO 

KO, 2Cr03 

KO, CO, 

KO, ClOg 

KO, CrOg 

KO,HO 

KCl 


H = l. 

211.4 

39 

36.5 
180.4 
166.3 

36 

80 

189.5 
139.2 
111.7 
342.5 

28 

50 

20 

43.6 
114.8 

35.6 
135.5 
108 
235.5 
208 

62 

70 

37.6 
130.5 
165.7 
101.2 
170.1 

85 
105.8 

54 

63 

36 

63 
111 
133 

358 
71 . 
47.2 

148.6 
Ü9.2 

122.7 
97.9 
56.2 
74.7 
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PotasRinm, platino-chloride of 
Bilicio acid 

Biiioiam, terflaorideof 
BiWer, chloride of • • 
— oxide of . 

Soda 

carbonate of 

carbonate of, containing 

water of crjstallization • 

hydrate of . • • 

Sodiom, chloride of • 
Stannic acid 

Strontia .... 
Sulphate of ammonia 

of baryta • 

of copper • 

of lead 

— — ^ of lime 

of potasga . 

— — of protoxide of iron 
■ of soda 

of strontia . 

Sulphide of antimony 

of arsenic , 

of copper • 

of lead 

of mercury 

of molybdenum . 

of silver 

^—■^^ of zinc 
Sulphuretted hydrogen 
Sulphuric acid . 

— ^— (hydrated) 

Sulphurous acid • • 

Tin, protoxide of 

Titanic acid 

Tungstic acid 

Water .... 

Zinc, oxide of . • • 


KCl, PtClj 

SiO, 

SiF, 

AgCl 

Ago 

NaO 
NaO,COg 

NaO, C0,+10HO 
NaO, HO 

NaCI 

SnOj 

SrO 
NHA SO,+HO 

BaO, SO, 
CnO,SO,+6HO 
PbO, SO, 
CaO, SO, 
KO, SO, 
FeO, S0,-|-7H0 
NaO. SO 
SrO, SO, 

SbS, 

AsS, 

CuS 

PbS 

HgS 

MoS, 

AgS 

ZnS 

HS 

SO, 
HO, SO, 

SO, 

SnO 

TiO, 

WO, 

HO 

ZnO 


H = i. 

244.4 

30 

71 
143.6 
116.1 

31 

53 

143 

40 

58.5 

74 

61.8 

75 

116.6 
124.7 
151.5 

68 

87.2 
139 

71 

91.8 
177 
123 

47.7 
119.7 
116.0 

78.0 
124.1 

48.6 

17 

40 

49 

32 

66 

41 

116 

9 

40.6 


ERRATUM. 
Page 287, 4th line from top /or Pig. 43 read Fig. 45. 
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Acid, arsenic, 224 

arsenioas, 224 

boracic, 221 

carbonic, 217, 227 

columbic, 176 

hydrocyanic, 265 

molybdio, 181, 185 

nitric, 221, 225 

phoBphoric, 223, 226 

phosphorous, detection, 285 

silicic, 221, 226, 227 

sulphuric, 222, 226 

tantalic, 177 

tartaric, 80, 81 

titanic, 171, 172, 173, 176 

tungstic, 178 

vanadic, 185, 187 
Alkalies, 16, 227 

and magnesia, 25 
Alkalimetry, 240 
Alkaline earths, 31 
Alum, 33 

iron-ammonia, 34 
Alumina, 33, 228 

and baryta, 33 

and chromium sesquioxide, 35 

and fluorine, 153 

and glucina, 151 

and iron sesquioxide, 88 

and magnesia, 37 

and phosphoric acid, 87 

and potash, 148 

chrome-alum, 34 

phosphates of, 86 
Aluminum with iron, 208 
Amalgams, 70 
Ammonia, 225 

and magnesia phosphate, 28 


Ammonia — 

and soda phosphate, 22 

estimation, 18, 23 

nitrate of, 296 

and soda sulphate, 18 
Amphibole, 150 
Analysis of nitre, 252 

Tolumetric, 50, 52 
Antimony, 224 

and arsenic, 88 

and tin, 90 

and potassa tartrate, 80 

and copper, 82 

and iron, 84 

and lead, 80, 83 

and silver, 84 

and tin, 87 

chloride, 95 

estimation, 80 

sulphide, 81 
Apatite, 29 

Aqua amygdalarum amaranxm, 
255 

laurocerasi, 255 
Argen tan, 97 
Arsenic, 95, 227 

and antimony, 88 

and arsenious acid, 224 

and cobalt, 104 

and iron, 202 

and lead, 77 

and nickel, 98 

and tin, 78 

antimony, and tin, 90 

chloride, 95 

poisoning by, 258 

sulphide, 91 

with iron, 202 
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Ashes of planU, 228 

of seeds, 229 
Ash of refining hearth, 206 
Assay of iron, 60, 62 

siWer, 67 

Barite, 81 

Baryta and alamina, 88 

and strontia separation, 88 

estimation, 81 
Bell metal, 72 
Berthierite, 84 
Berjl, 161 
Bismath and copper, 76 

lead and tin, 74 
Bitter spar, 27 
Black cobalt ore, 107 
Bleaching powder, 260 
Blende, 56 

' pitch, 195 
Blondlot, plan to detect phos- 
phorus, 282 
Blue Yitriol, 63 
Bog iron-ore, 49 
Bone-ash, 27 
Boracic acid, 1 45, 221 
Bournonite, 82 
Brass, 58 

Bromide of sodium, 212 
Bromine, 222 
Bronze, 72 
Brown iron ore, 185 

Cadmium and copper, 60 

and zinoj 60 
Calcium with iron, 208 
Carbon estimation, 200 
Carbonate of lead, 62 

of potassa and magnesia, 21 

of soda, 223 

of zinc, 57 
Carbonates in water, 220 
Carbonic acid estimation, 21, 27, 

217, 227 
Cast-iron, 200 
Celestite, 81 
Cements, 211 
Cerite, 158 


Cerium oxide, 160 

Chalcopyrite, 68 

Chloride of lime ralaation, 250 

of lithium, 170 
of silrer, 14 

of sodium, 13, 212, 214. 

of tontalum, 178 

of thorium, 168 

of zirconium, 167 
Chlorides of mercury, antimony, 
and arsenic, 95 

of potassium, sodium, and 
magnesium, 25 
Chlorimetry, 250 
Chlorine, 222, 226 

and bromine, 222 

estimation, 14 
Chrome-alum, 84 

iron-ore, 187 

yellow, 189 
Chromic acid and lead, 189 
Chromite, 187 
Chromium estimation, 65 

with iron, 204 
Chrysolite, 144 
Cinnabar, 72 
Clausthalite, 198 
Clay, 210 
Cobalt and arsenic, 104 

and manganese, 107 

and iron, 106 

ores, black, 107 

speiss, 104 

with iron, 204 
Cobaltite, 104 
Coins, gold and copper, 68 
Coin, silver, 66 
Columbic acid, 176 
Columbite, 176 
Common limestone, 211 

salt, 214 
Compounds, equiTalent weights 

of, 806 
Copper, 203, 224, 227 

amalgam, 70 

and antimony, 82 

and arsenic, 76 

and bismuth, 76 


C 
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Copper— 

and cadmium, 60 

and gold, 68 

and iron, 54 

and lead, 82 

and tin, 72 

and silver, 66 

and zinc, 69 

estimation, 63 

nickel, and zinc, 97 

sulphate, 63 

sulphide, 63, 82 

with iron, 203 
Cryolite, 165 

Datolite, 146 

Detection of unoxidized phospho- 
rus, 278 

Didjmium oxide, 160 

Dolomite, 27 

Dussard, plan to detect phospho- 
rus, 282 

Earthy ore of cobalt, 107 
Elements, equivalent weights of, 

304 
Epidote, 160 
Epsom salt, 21 
Erbia, 167 

Equivalent weights of elements, 
304 
weights of compound bodies, 
306 
Examination of volatile matters 
in silicates, 300 

Feldspar, 147 

Ferrocyanide of potassium, 267 

Fluorine, 163, 224 

and alumina, 163 

and lime, 164 

and podium, 166 

estimation, 30 
Fluorite, 164 

Gadolinite, 164 
Galenite, 61 
Garnet, 150 


German silver, 97 
Glass, 209 
Glauber's-salt, 21 
Glaucina and alumina, 161 
Glucina, 161 

preparation, 162 
Gold and copper, 68 

and silver, 69 

coins, 68 
GraminacesB, 282 
Green, schweinfurt, 76 
Guano, 232 
Gun-metal, 72 
Gunpowder, 254 
Gypsum, 81 

Hematite, 42 
Hydraulic limestone, 211 
Hydrocyanic acid, 255 
Hydrogen purification, 42 
sulphuretted, 219 

Idocrase, 160 

Hvaite, 143 

Incrustations from salt-pans, 215 

Indium, 183 

combinations of, 136 

preparation of, 136 

properties of, 136 

purification of, 135 

separation of, 134 
Iodide of sodium, 212 
Iodine, 222 
Iridium, 112, 133 

combinations, 137 

preparation, 136 

separation, 134 
Iridosmine, 118 
Iron-ammonia-alum, 34 

and antimony, 84 

and cobalt, 106 

and copper, 64 

and magnesia, 144 

and manganese, 47 

and titanium, 172, 174 

assay, 50, 52 

cast, 200 

estimation, 49 ' 
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Iron — 

meteorie, 109 

nickel and cobalt, 110 

ore, bog, 49 

brown, 185 

chrome, 187 
sesquioxide and slominft, 88 

and phosphoric acid, 41 

and protoxide, 44 
titanic, 172 

lino and manganese, oxides, 
69 

Lanthanum oxide, 160 
Lead and antimony, 80, 88 

and arsenic, 77 

and chromic acid, 189 

and copper, 82 

and siWer, 66 

and tin, 78 

and Tanadic acid, 188 

bismuth, and tin, 74 

carbonate of, 62 

estimation, 62 

molybdate of, 181 

phosphate of, 88 

selenide of, 198 

Tanadate, 187 

white, 62 
Lime, 228 

and fluorine, 154 

chloride of, 250 

estimation, 27, 81 

oxalate and phosphate of, 288 

sulphate of, 81 
Limestone, 211 
Limonite, 42 
Lithia, 169 
Lithium, chloride, 170 

Magnesia, 228 

and alkalies, 25 

and alumina, 87 

and ammonia phosphate, 28 

and iron, 144 

and lime, 27 

and lithia, 169 

and manganese, 46 


Magnesia — 

and phosphate of ammonia, 
28 

and potassa, sulphate, 19 

and sesquioxide of iron, 46 

estimation, 19, 25, 28 

carbonate of potassa and, 21 

sulphate of, 21 

of potassa and, 19 
Magnesium, chloride of, 25 

with iron, 203 
Magnetite, 44 
Manganese and iron, 47, 179, 203 

and lime, 46 

and magnesia, 46 

and sine, 59 

cobalt or nickel, 107 

ore, Taluation of, 248 

with iron, 208 
Marl, 211 

Marsh's test for arsenic, 272 
Materials soluble in nitrate of 

ammonia, 296 
Menaccanite, 172 
Mercury, 70 

and copper, 70 

chloride, 95 

oxide of, with oxide of lead, 
72 

protoxide, 72 
Meteoric iron, 109 
Microcosmic salt, 22 
Mineral waters, 216 
Minium, 72 

Mitscherlich's plan to detect phos- 
phorus, 278 
Molybdate of lead, 181 
Molybdenite, 184 
Molybdenum with iron, 204 
Molybdio acid, 188, 208 

Natrollte, 141 

Neubauer and Fresenius, plan to 

detect phosphorus, 282 
Niccolite, 98 
Nickel, and arsenic, 98 

and cobalt, 99 

and copper, 97 
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Nickel-*- 

and iron, 201 

and zinc, 97 

cobalt and iron, 99 

pure preparation, 98 

speiss, 98 

with iron, 204 
Niobite, 176 
Nitrate of ammonia, 296 
Nitre, analysis of, 252 
Nitric acid, 221, 225 

Olivine, 144 

Ores, black cobalt, 107 

brown iron, 1 86 

chrome iron, 187 

manganese, 248 

platinum. 111, 114 

red silver, 84 

tellurium, 188 
Organic matters in soil, 225 
Orthoclase, 147 
Osmium, 113 
Oxalate and phosphate of lime, 

238 
Oxide of cerium, 159, 160 

of didymium, 160 

of lanthanum, 160 
Oxides of manganese, iron, and 
zinc, 59 

of thallium, 129 
Oxygen estimation, 42, 53 

Palladium, 111 

Permanganate of potash prepara- 
tion, 50 
Pewter, 73 

Phosphate and oxalate of lime, 238 
of alumina, 36 

of magnesia and ammonia, 23 
of soda and ammonia, 22 
Phosphoric acid, 223, 226 
and alumina, 37 
and arsenic acid, 63 
and mngnesia, 24 
and oxide of lead, 63 
and sesquioxide of iron, 
41 

27 


Phosphoric acid — 

estimation, 23 
separation from bases, 
29 
Phosphorous "acid, detection, 285 
Phosphorus, poisoning by, 288. 

with iron, 202 
Pitch-blende, 195 
Plant ashes, 228 
Platinum metals and ore, 111, 114 

residues, 121 
Poisoning with arsenic, 258 

poisoning with phosphorus, 
278 
Potash and alumina, 148 
Potashes, 247 
Potash permanganate, 50 
Potassa, 222, 226 

and antimony, tartrate, 80 

and magnesia, carbonate, 21 
sulphate, 19 

and soda, tartrate, 16 
Potassium, chloride of, 25 

ferrocyanide, 257 
Powders, bleaching, 250 
Proustite, 86 
Pyrargyrite, 84 
Pyromorphite, 63 
Pyroxene, 150 

Red silver-ore, 84 
Rhodium, 112 
Rochelle-salt, 16 
Ruthenium, 113 
Rutile, 175 

Saline springs, 216 
Salt pans, incrustations from, 215 
Scheelite, 181 

Scherer's plan to detect phospho- 
rus, 278 
Schreibersite, 109 
Schweinfurt green, 76 
Selenium and selenides, 195, 198 

soot, 197 
Seeds, ashes of, 229 
Seignette salt, 1 6 
Selenide of lead, 198 


- jl J* • 
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coin, no 
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ami Xtn^ ^*^ 

9odiaTn, chloride, i* 
iodide^ bronuÄie, 

ehlorideÄ, 2& 
g^^^Bon azid ftnori»«, lö«> 
Soft »older, 7S 
Soils, 224 
Solder, 7» 

Soot, seleniom, 19T 
Sfdthic iTOO, 4« 
SpcenlAr iro« ore, 42 
S^cU» eolMat, 103 

nickel, dS 
Spbalcrite, 66 

Spbcne, 171 

Spm«U 37 

Sprine^T mKbc, 216 

Stronüa, 223 


14 


of 

13» 

T40 

12S 

130 . ^52 


Tliorx 
Tin, 73 
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of, TX 
,<i mntixiiony, 8T 
d mrsenie, JS 

d IcflMi, TS 
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Tin- 
arsenic, and antimony, 90 
bismuth, and lead, 74 

Titanic acid, 171, 172, 173 
iron, 172 

Titanite, 171 

Titanium and iron, 172, 174 

Topaz, 153 

Triphylite, 168 

Tungstic acid, 179, 181 
and lime, 181 

Type metal, 80 

Ulexite, 146 
üraninite, 192 
Uranium oxide, 192 

Vanadate of lead, 187 
Vanadic acid, 185, 187 
Vanadinite, 187 
Valuation of manganese ores, 248 

of soda, 247 
Vanadium, 185 

with iron, 204 
Vegetable ashes, 231 
Vitriol, blue, 58 

Volatile matters in silicates, 300 
Volumetric analysis, 50, 52 

Water estimation, 15, 216, 225 
Wavellite, 36 


Weights of compounds, equiva- 
lent, 306 
of elements, equivaleni, 304 
Well waters, 216 
Wet assay of iron, 50 
White lead, 62 

Widmannstatten's figures, 109 
Wolframite, 178 
Wood ashes, 231 
Wulfenite, 181 

Yellow chrome, 189 
Yttria, 165 

and erbia separation, 166 

Zinc blende, 55 

and cadmium, 60 

and copper, 59 

and iron, 54 

and nickel, 97 

carbonate, 57 

iron and manganese, 59 

sulphates of iron, copper, and, 
58 

sulphide, 55 
Zinkenite, 88 
Zircon, 156 
Zirconia, 156 

and iron, 157 

and silver, 157 
Zirconium chloride, 157 


THE END. 
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ABBOWSMITH.^Paper-Hanger's Companion : 

A Treatise in which the Practical Operations of the Trade are Sys- 
tematicaHy laid down : with Copious liirections Preparatory to Paper- 
ing ; Preventives against the Effect of Damp on Walls ; the Various 
Cements and Pastes Adapted to the Several Purposes of the Trade ; 
Observations and Directions for the Panelling and Ornamenting' of 
Rooms, etc. By James Asbowsmith, Author of ''Analysis of Dra- 
pery/' etc. 12mo., cloth $1.25 

ASHTON.— The Theory and Practice of the Art of De- 
aigning Fancy Cotton and Woollen Cloths from 
Sample : 

Giving full Instructions for Reducing Drafts, as well as the Methods 
of Spooling and Makine out Harness for Cross Drafts, and Finding 
any Required Reed, with Calculations and Tables of Yam. By 
Frederick T. Ashton, Designer, West Pittsfield, Mass. With 52 
Illustrations. One volume, 4to $10.00 

BAIBD.— Letters on the Crisis, the Currency and the 
Credit System. 
By Henry Carey Baird, Pamphlet 05 

BAIBD.— Protection of Home Labor and Home Pro- 
ductions necessary to the Prosperity of the Ameri- 
can Farmer. 
By Henry Carey Baird. 8vo., paper 10 

BAIBD.— Some of the Fallacies of British Free-Trade 
Bevenue Beform. 

Two Letters to Arthur Latham Perry, Professor of History and Politi- 
cal Economy in Williams College. By Heäry Carey Baird. 
Pamphlet 05 

BAIBD.— The Bights of American Producers, and the 
Wrongs of British Free- Trade Bevenue Beform. 
By Henry Carey Baird. Pamphlet 05 

BAIBD.— Standard Wages Computing Tables : 

An Improvement in all former Methods of Computatior^ so arranged 
that wages for davs, hours, or fractions of hours, at a specified rate per 
day or hour, may be ascertained at a glance. By T. Spanoler Baird. 
Oblong folio. , $5.00 

BAIBD.— The American Cotton Spinner, and Mana- 
ger's and Carder's Guide : 

A Practical Treatise on Cotton Spinning ; giving the Dimensions and 
Speed of Machinery, Draught and Twist Calculations, .etc. ; with 
notices of recent Improvements : together with Bules and Examples 
for making changes in the sizes and numbers of Roving and Yam. 
Compiled trom the papers of the late Robert H. Baird. 12mo. $1.50 


HENRY CAREY BAIRD'S CATALOGUE. 3 

BAKEB.— Long-Span Bailway Bridges : 

Comprising Investigatious of the Comparative Theoretical and Prac- 
tical Advantages of the various Adopted or Proposed Type Systems 
of Construction ; with numerous Formulae and Tables. By B. Baker. 
12mo $2.00 

BATJEBMAN.— A Treatise on the Metallurgy of Iron : 

Containing Outlines of the History of Iron Manu£Eicture, Methods of 
Assay, and Analysis of Iron Ores, Processes of Manufacture of Iron 
and Steel, etc., etc. By H. Bauerman, F. G. S., Associate of the 
Royal Scnool of Mines. First American Edition, Revised and En- 
larged. With an Appendix on the Martin Process for Making Steel, 
from the Report of Abram S. Hewitt, U. S. Commissioner to the 
Universal Exposition at Paris, 1867. Illustrated. 12mo. . $2.00 

BEANS.— A Treatise on Bailway Curves and the Loca- 
tion of Bailways. 

By E. W. Beans, C. E. Illustrated. 12mo. Tucks. . . $1.60 

BELIi.— Carpentry Made Easy : 

Or^ The Science and Art of Framing on a New and Improved System. 
With Specific Instructions for Building Balloon Frames, Barn Frames, 
Mill Frames^ Warehouses, Church Spires, etc. Comprising also a 
System of Bridge Building, with Bills, Estimates of Cost, and valuable 
Tables. Illustrated by 38 plates, comprising nearly 200 figures. By 
William E. Bell, Architect and Practical Builder. Svo. . $5.00 

BELL.— Chemical Phenomena of Iron Smelting : 

An Experimental and Practical Examination of the Circumstances 
which determine the Capacity of the Blast Furnace^ the Temperature 
of the Air, and the proper Condition of the Materials to be operated 
upon. By I. Lowthian Bell. Illustrated. 8vo. . . $6.00 

BEMBOSE.— Manual of Wood Carving : 

With Practical Illustrations for Learners of the Art, and Original and 
Selected Designs. By William Bembosb^ Jr. With an Introduction 
by Llewellyn Jewitt, F. S. A., etc. With 128 Illustrations. 4to., 
cloth $3.00 

BICKI91BLL.— Village Builder, and Supplement : 

Elevations and Plans for Cottages, Villas, Suburban Residences. 
Farm Houses, Stables and Carriage Houses. Store Fronts, School 
Houses, Churches, Court Houses, and a model Jail ; also. Exterior and 
Interior details for Public and Private Buildinjrs, with approved 
Forms of Contracts and Specifications, including Prices of Building 
Materials and Labor at Boston, Mass., and St. Louis, Mo. Containing 
75 plates drawn to scale ; showing the style and cost of building in 
dinerent sections of the country, being an original work comprising 
the designs of twenty leading architects, representing the New Eng- 
land, Middle, Western, and Southwestern States. 4to. . $12.00 
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BLEKKABN.— Praotioal Speoillcatioiis of Works exe- 
cuted in Arohiteoture, Ciyil and Mechanical 
neeringy and in Bead Making and Sewering : 

To which are added a aerie« of practically useftil Agreements and Re- 
ports. By Joun Blenkarn. Illustrated by 15 large folding plates. 
8vo #9.00 

BLimf.— A Fraotioai Workshop Companion for Tin, 
Sheet-Iron» and Copperplate Workers : 

Containing Rules for describing various kinds of Patterns used by 
Tin, Sheet-Iron, and Copper-plate Workers; Practical Geometry*; 
Mcnwu ration of Surfaces and Solids; Tables of the Weights of Metals, 
I>cad Pipe, etc. ; Tables of Areas and Circumferences of Circles ; 
Japan, Varnishes, Lackers, Cements, Compositions, etc., etc. By 
Lkroy J. BiJNN, Master Mechanic. W^ith over 100 Illustrations. 
12mo $2.50 

BOOTH.— Marble Worker's Manual: 

Containing Practical Information respecting Marbles in general, their 
Cutting, Working, and Polishing; \eneenng of Marble; Mosaics; 
(Composition and Use of Artificial Marble, Stuccos, Cements, Beceipts, 
Secrets, etc., etc. Translated from the French by M. L. Booth. 
With an Appendix concerning American Marbles. 12mo., cloth. $1.50 

BOOTH AKD MOBFIT.— The Encyclopedia of Che- 
mistry, Practical and Theoretical : 

Embracing its application to the Arts, Metallurgy, Mineralogy, Ge- 
ology, Medicine, and Pharmacy. By James C. Booth, Melter and 
Rehiier in the United States Mint, Professor of Applied Chemistry in 
the Franklin Institute, etc., assisted by Campbell Morfit, author 
of " Chemical Manipulations," etc. Seventh edition. Royal 8vo., 
978 pages, with numerous wood-cuts and other illustrations. . $5.00 

BOX.— A Practical Treatise on Heat: 

As applied to the Useful Arts ; for the Use of Engineers, Architects. 
etc. By Thomas Box, author of " Practical Hydraulics." Illustrated 
by 14 plates containing 114 figures. 12mo $4.25 

BOX.— Practical Hydraulics : 

A Series of Rules and Tables for the use of Engineers, etc. By 
Thomas Box. 12mo $2.50 

BHOWN.— Five Hundred and Seven Mechanical 
Movements : 

Embracing all those which are most important in Dynamics, Hydrau- 
lics, Ilydrostitics, Pneumatics^ Steam Engines, Mill and other Gear- 
ing, Presses, Horology, and Miscellaneous Machinery ; and including 
many movements never before published, and several of which have 
only recently come into use. Bv Henry T. Brown, Editor of the 
" American Artisan.*' In one volume, 12mo. . , $1.00 
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BUCKMASTEB.— The Elements of Mechanical Phy- 
sics: 

By J. C. BucKMASTER, late Student in the Government School of 
Mines ; • Certified Teacher of Science by the Department of Science 
and Art ; Examiner in Chemistry and Physics in the Royal College 
of Preceptors ; and late Lecturer in Chemistry and Physics of tiie 
Royal Polytechnic Institute. Illustrated with numerous engravings. 
In one volume, 12mo $1.50 

BULLOCK.— The American Cottage Builder : 

A Series of Designs, Plans, and Specifications, from $200 to $20,000, 
for Homes for the People; together with Warming, Ventilation, 
Drainage, Painting, and Landscape Gardening. By John Bullock, 
Architect, Civil Engineer, Mechanician, and Editor of " The Rudi- 
ments of Architecture and Building," etc., etc. Illustrated by 75 en- 
gravings. In one volume, 8vo $3.50 

BULLOCK. — The Budiments of Architecture and 
Building : 

For the use of Architects, Builders, Draughtsmen, Machinists, Engi- 
neers, and Mechanics. Edited by John Bullock, author of " The 
American Cottage Builder." Illustrated by 250 engravings. In one 
volume, 8vo $3.50 

BUBGH.— Practical Illustrations of Land and Marine 
Engines : 

Showing in detail the Modern Improvements of High and Low Pres- 
sure, Surface Condensation, and Super-heating, together with Land 
and Marine Boilers. By N. P. Burgh, Engineer. Illustrated by 
20 plates, double elephant folio, with text. . . . $21.00 

BUBGH.— Practical Bules for the Proportions of Mo- 
dern Engines and Boilers for Land and Marine 
Purposes. 

By N. P. BuBGH, Engineer. 12mo $1.50 

BUBGH.— The Slide- Valve Practically Considered. 

By N. P. Burgh, Engineer. Completely illustrated. 12mo. $2.00 

BYLES.— Sophisms of Free Trade and Popular Politi- 
cal Economy Examined. 

Bv a Barrister (Sir John Barnard Byles, Judge of Common 
Pleas). First American from the Ninth English Edition, as published 
by the Manchester Reciprocity Association. In one volume, 12mo. 
Paper, 75 cts. Cloth $1.25 

BYBN.— The Complete Practical Brewer : 

Or Plain, Accurate^ and Thorough Instructions in the Art of Brewing 
Beer, Ale, Porter, including the Process of making Bavarian Beer, 
all the Small Beers, such as Root-beer, Ginger-pop, Sarsaparilla- 
beer, Mead, Spruce Beer, etc., etc. Adapted to the use of Public 
Brewers and Private Families. By M. La Fayette Byrn, M. D. 
With illustrations. 12mo. •....,, $1.25 
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BYBN.— The Complete Practical Distiller: 

ComprUiuff the most perfect and exact Theoretical and Practical De- 
scription of the Art of Distillation and Rectification ; including all of 
the most recent improvements in distilling apparatus; instructions 
for preparing spirits from the numerous vegetaDles, fruits, etc. ; direc- 
tions (or the distillation and preparation of all kinds of brandies and 
other spirits, spirituous and other compounds, etc., etc. Bj M. La 
Fayette Byrn, M. D. Eighth Edition. To which are added. Prac- 
tical Directions for Distilling, from the French of Th. Fling, Brewer 
and Distiller. 12mo. . . . * . . . . $1.50 

BYBNE.— Handbook for the Artisan, Mechanic, and 
Engineer : 



Polishing, etc. By Oliver Byrne. Illustrated by 185 wood en- 
gravings. In one volume, 8vo $5.00 

BYBNE.— Pocket Book for Bailrdad and Civil Engi- 
neers: 

Containing New, Exact, and Concise Methods for Lajinsf out Kail- 
road Curves, Switches, Frog Angles, and Crossings; the Staking 
out of work ; levelling ; the Calculation of Cuttines ; Embankments ; 
Earth-work, etc. By Oliver Byrne. 18mo., mil bound, pocket- 
book form $1.75 

BYBNE.— The Practical Model Calculator: 

For the Engineer, Mechanic, Manufacturer of Engine Work, Naval 
Architect, Miner, and Millwright. By Oliver Byrne. 1 volume, 
Svo., nearly 600 pages $4.50 

BYBNE.— The Practical Metal- Worker's Assistant: 

Comprising Metallurgie Chemistry ; the Arts of Working all Metals 
and Alloys; Forcing of Iron and Steel; Hardening and Tempering; 
Melting and Mixing; Casting and Founding; Works in Sheet MetsJ; 
The Processes Dependent on the Ductility of the Metals ; Soldering ; 
and the most Improved Processes and Tools employed bv Metal- 
workers. With tne Application of the Art of Electro-Metailurg}' to 
Manufacturing Processes ; collected from Original Sources, and from 
the Works ofHoltzapffel, Bergeron, _Leupold, Plumier, Napier, 
ScofFern, 
revised, 
taining 

Percy, M. D., F.B.S. The Manufacture of Malleable Iron 
Castings, and Improvements in Bessemer Steel. By A. A. 
Fesquet, Chemist and Engineer. With over 600 Engravings, illus- 
trating every Branch of the Subject. 8vo. .... $7.00 

Cabinet Maker's Album of Furniture : 

Comprising a Collection of Designs for Furniture. Illustrated by 48 
Large and Beautifully Engraved Plates. In one vol., oblong ^.00 
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CALLINGHAM.— Sign Writing and Glass Emboss- 
ing : 

A Complete Practical Illustrated Manual of the Art. By James 
Callingham. In one volume, 12mo $1.50 

CAMFIN.— A Practical Treatise on Mechanical Engi- 
neering : 

Comprising Metallurgy, Moulding^ Casting, Forging, Tools, Work- 
shop Machinery, Mechanical Manipulation, Manufacture of Steam- 
engines, etc., etc. With an Appendix on the Analysis of Iron and 
Iron Ores. By Fbancis Campin, C. E. To which are added. Obser- 
vations on the Construction of Steam Boilers, and Remarks upon 
Furnaces used for Smoke Prevention ; with a Cnapter on Explosions. 
By R. Armstrong, C. E^ and John Bourne. Rules for Calculating 
the Change Wheels for Screws on a Turning Lathe, and for a Wheel- 
cutting Machine. By J. La Nicca. Management of Steel, Includ- 
ing Forging, Hardening. Tempering, Annealing, Shrinking, and Ex- 
pansion. And the Case-nardening of Iron. By G. Ede. 8vo. IUus- 
■ trated with 29 plates and 100 wood engravings . . . $6.00 

CAMPIN.— The Practice of Hand-Turning in Wood, 
Ivory, Shell, etc. : 

With Instructionfl for Turning such works in Metal as may be re- 
quired in the Practice of Turning Wood, Ivory, etc. Also, an Appen- 
dix on Ornamental Turning. By Feancis Campin ; with Numerous 
Illustrations. 12mo., cloth $3.00 

CARE Y.— The Works of Henry C. Carey : 

FINANCIAL CRISES, their Causes and Effects. 8vo. paper . 25 

HARMONY OF INTERESTS: Agricultural, Manufacturing, and 
Commercial. 8vo., cloth $1.50 

MANUAL OF SOCIAL SCIENCE. Condensed from Carey's " Prin- 
ciples of Social Science." By Kate McKean. 1 vol. 12mo. $2.25 

MISCELLANEOUS WORKS : comprising " Harmony of Interests," 
" Money," " Letters to the President," ^' Financial Crises," " The 
Way to Outdo England Without Fighting Her," "Resources of 
the Union," "The Public Debt," "Contraction or Expansion?" 
"Review of the Decade 1857-'67," "Reconstruction," etc.. etc. 
Two vols., 8vo., cloth $10.00 

PAST, PRESENT, AND FUTURE. 8vo $2.50 

PRINCIPLES OF SOCIAL SCIENCE. 3 vols., 8vo., cloth $10.00 

THE SLAVE-TRADE, DOMESTIC AND FOREIGN ; Why it Ex- 

ists, and How it may be Extinguished (1853). 8vo., cloth . $2.00 

LETTERS ON INTERNATIONAL COPYRIGHT (1867) . 50 

THE UNITY OF LAW : As Exhibited in the Relations of Physical, 
Social, Mental, and Moral Science (1872). In one volume, 8vo., 
pp. xxiii., 433. Cloth $3.50 

CHAPMAN.— A Treatise on Bopemaking : 

As Practised in private and public Rope yards, with a Description 
of the Manufacture, Rules, Tables of Weiehts, etc., adapted to the 
Trades, Shipping, Mining, Railways, Builders, etc. By Robebt 
Chapman. 24mo $1.50 
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COLBUBN.— The Looomotive Engine : 

Including a I>e«oription of its Structure, Rules for Estimating its Capa- 
bilities, and i*ractical Observations on its Construction and Manage- 
ment, hy Zerau CoLBUKX. Illustrated. A new edition. 12mo. $1.25 

CBAIK. — The Fraotioal American Millwright and 
Miller. 

Ry David Craik, Millwright Illustrated by numerous wood en- 
gravings, and two folding plates. Svo $5.00 

BE GRAFF.—The Qeometrical Stair Bnildera' Guide : 

lieing a Plain Practical System of Hand-Railing, embracing all its 
necessary Details, and Geometrically Illustrated By 22 Sieel Engrav- 
ings ; together with the use of the most approved principles of Prac- 
tical Geometry. By Simon De Graff, Architect. 4to. . $5.00 

DE KONINCK.—DIETZ.— A Practical Manual of Che- 
mical Analysis and Assaying : 

As applied to the Manufacture of Iron from its Ores, and to Cast Iron, 
Wrou^it Iron, and Steel, as found in Commerce. By L. L. D£ KoN- 
IN'CK, Dr. Sc., and E. Dietz, Engineer. Edited with Äotes, by Robert 
Mallet, F.R.S., F.S.G., M.I.C.E., etc. American Edition, Edited 
with Notes and an Appendix on Iron Ores, by A. A. Fesqüet, Chemist 
and Engineer. One volume, 12mo $2.50 

DUNCAN.— Practical Surveyor's Guide: 

Containing the necessary information to make any person, of common 
capacity, a finished lana surveyor without the aid of a teacher. By 
Andbew Duncan. Illustrated. 12mo., cloth. . . . $1.25 

DUFLAIS.— A Treatise on the Manufacture and Dis- 
tillation of Alcoholic Liquors: 

Comprising Accurate and Complete Details in Regard to Alcohol from 
Wine, Molasses, Beets, Grain, Rice, Potatoes, Sorghum, Asphodel, 
Fruits, e*c. ; with the Distillation and Rectification of Brandy. Whis- 
key, Rum, Gin, Swiss Absinthe, etc., the Preparati' n of Aromatic Wa- 
ters, Volatile Oils or Essences, Sugars, Syrups, Aromntic Tinctures, 
Liqueurs, Cordial Wines. Effervescing Wines, etc., the Aging of Brandy 
ana the Improvement or Spirits, with Copious Directio» s and Tables 
for Testing and Reducing Spirituous Liquors, etc., etc. Translated 
and Edited from the French of MM. Duplais, Ain6 et Jeune. By 
M. McKennie, M.D. To which are added the United States Internal 
Revenue Resriilations for the Assessment and Collection of Taxes on 
Distilled Spirits. Illustrated by fourteen folding plates and several 
wood engravings. 743 pp., 8vo. ...... $10.00 

DUSSAUCE.— A General Treatise on the Manufacture 
of Every Description of Soap : 

Comprising the Chemistry of the Art, with Remarks on Alkalies, Sa- 

?onifiable Fatty Bodies, the apparatus necessary in a Soap Factory, 
tactical Instructions in the maniifacture of the various kinds of Soap, 
the assay of Soaps, etc., etc. Edited from Notes of Larm^, Fontenelle, 
Malapayre, Dufour, and others, with large and important additions by 
Prof. a. DUBSAUCE, Chemist. Illustrate. In one vol., 8vo. . $10.00 
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DUSSAUCB.— A General Treatise on the Manufacture 
of Vinegar : 

Theoretical and Practical. Comprising the various Methods, by the • 
Slow and the Quick Processes, with Alcohol, Wine, Grain, Malt Cider 
Molasses, and Beets ; as well as the Fabrication of Wood Vinegar etc ' 
ere. By Prof. H. DusSAUCE. In one volume, 8vo. . . '$5.00 

PUSSAUCE.— A New and Complete Treatise on the 
Arts of Tanning, Currying, and Leather Dressing: 

Comprising all the Discoveries and Improvements made in France 
Great Britain, and the United States. Edited from Notes and Docu- 
ments of Messra. Sallerou, Grouvelle, Duval, Dessables, Labarraque. 
Payen, Ren6, De iontenelle Malapeyre, etc., etc. By Prof. H. Dus- 
SAUCE, Chemist. Illustrated by 212 wood engravings. 8vo. $20.00 

PUSSAUCE —A Practical Guide for the Perfumer : 

Being a New Treatise on Perfumery, the most favorable to the Beauty 
without being injurious to the Health, comprising a Description of the 
substances used m Perfumery, the Formulae of more than 1000 Prepa- 
rations, such as Cosmetic«!. Perfumed Oils, Tooth Powders, Waters, 
Extracts, Tinctures, Infusions, Spirits, Vinaigres, Essential Oils, Pas- 
tels, Creams Soaps, and many new Hygienic Products not hitherto 
described. Edited from Notes and Documents of Messrs. Debay, Lu- 
nel, etc. With additions by Prof. H. Düssauce, Chemist. 12mo. $3.00 

DUSSAUCE.— Practical Treatise on the Fabrication 
of Matches, Gun Cotton, and Fulminating Powders. 

By Prof. H. DusSAUCE. 12mo $3.00 

Dyer and Color-maker's Companion: 

Containing upwards of 200 Receijats for making Colors, on the most 
approved principles, for all the various stjrles and fabrics now in exist- 
ence ; with the Scouring Process, and plain Directions for Preparing, 
Washing-off, and Finishing the Goods. In one vol., 12mo. . $1.25 

EASTON.— A Practical Treatise on Street or Horse- 
power Railways. 

By Alexander Easton, C. E. Illustrated by 23 plates. 8vo., 
cloth . $2.00 

ELDER.— Questions of the Day: 

Economic and Social. By Dr. William Elder. 8vo. . $3.00 

PAIRBAIRW.— The Principles of Mechanism and Ma- 
chinery of Transmission : 

Comprising the Principles of Mechanism, Wheels, and Pulleys, 
Strength and Proportions of Shafts, Coupling of Shafts, and Engaging 
and Disengaging Gear. By Sir William Fairbairn, C.E., LL.D., 
F.R.S., F.G.S. Beautifully illustrated by over 150 wood-cuts. In 
one volume, 12mo $2.50 

PORSYTH.— Book of Besigns for Headstones, Mural, 
and other Monuments : 
Containing 78 Designs. By James Fobsyth. With an Introduction 
by Charles Boutell, M. A. 4to., cloth $5.00 
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GIBSON. — The American Dyer: 

A Practical Treatise on the Coloring of Wool, Cotton, Yam and 
Cloth, in three parts. Part First gives a descriptive account of the 
Dye Stuffs ; if of vegetable origin, where produced, how cultivated, 
and how prepared for use; if chemical, their composition, specific 
gravities, and general adaptability, how adulterated, and how to de- 
tect the adulterations, etc. Part Second is devoted to the Coloring of 
Wool, giving recipes for one hundred and twenty-nine different colors 
or shades, and is supplied with sixty colored samples of Wool. Part 
Third is devote<l to tne Coloring of Raw Cotton or Cotton Waste, for 
mixing with Wool Colors in the Manufacture of all kinds of Fabrics, 
gives recipes for thirty -eight different colors or shades, and is supplied 
with twenty -four colored samples of Cotton Waste. Also, recipes for 
Coloring Beavers, Doeskins, and Flannels, with remarks upon Ani- 
lines, giving recipes for fifteen different colors or shades, and nine 
samples of Aniline Colors that will stand both the Fulling and Scour- 
ing process. Also, recipes for Aniline Colors on Cotton Thread, and 
recipes for Common Colors on Cotton Yams. Embracing in all over 
two hundred recipes for Colors and Shades, and ninety-four samples 
of Colored Wool and Cotton Waste, etc. By Richard H. Gibson, 
Practical Dyer and Chemist. In one volume, 8vo. . . $12.50 

GILBABT.— History and Principles of Banking : 

A Practical Treatise. By James W. Gilbart, late Manager of the 
London and Westminster Bank. With additions. In one volume, 
8vo., 600 pages, sheep $5.00 

Gothic Album for Cabinet Makers : 

Comprising a Collection of Designs for Gothic Furniture. Illustrated 
by 23 large and beautifully engraved plates. Oblong . . $3.00 

GRAWT. — Beet-root Sugar and Cultivation of the 
Beet. 
By E. B. Grant. 12mo $1.25 

QBE GOBY.— Mathematics for Practical Men : 

Adapted to the Pursuits of Surveyors, Architects, Mechanics, anc 
Civil Engineers. By Olinthus Gregory. 8vo., plates, cloth $8.0« 

GBISWOLB.— Bailroad Engineer's Pocket Compan- 
ion for the Field : 

Comprising Rules for Calculating Deflection Distances and Angles, 
Tangential Distances and Angles, and all Necessary Tables for Engi- 
neers ; also the art of Levelling from Preliminary Survey to the Con- 
struction of Railroads, intend^ Expressly for the Young Engineer, 
together with Numerous Valuable Rules and Examples. By W. 
Gkiswold. 12mo., tucks $1.75 

GBUNEB.— Studies of Blast Furnace Phenomena. 

By M. L. Grüner, President of the General Council of Ivimes of 
France, and lately Professor of Metallurgy at the Ecole des Mines, 
Translated, with the Author's sanction, witn an Appendix, by L. D. B. 
Gordon, F. R. S. E.. F. a •«. Illustrated. 8vo. . . . $2.50 
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GUETTIEB.— Metallic Alloys: 

Being a Practical Guide to their Chemical and Physical Properties, 
their Preparation, Composition, and Uses. Translated from the 
French or A. Guettier, Engineer and Director of Foundries, author 
of " La Fouderie en France," etc., etc. By A. A. Fesquet, Chemist 
and Engineer. In one volume, 12mo $3.00 

HABBIS. — Gas Superintendent's Pocket Companion. 

By Habbts & Bbotheb, Gras Meter Manufacturers, 1115 and 1117 
Cherry Street, Philadelphia. Full bound in pocket-book form $2.00 

Hats and Felting: 

A Practical Treatise on their Manufacture. By a Practical Hatter. 
Illustrated by Drawings of Machinery, etc. 8vo. . . . $1.26 

nOPMANN.— A Practical Treatise on the Manufac- 
ture of Paper in all its Branches. 

By Cabl Hofmann. Late Superintendent of paper mills in Ger- 
many and the United States ; recently manager of tlie Public Ledger 
Paper Mills, near Elkton, Md. Illustrated bv 110 wood engravings, 
and five large folding plates. In one volume, 4to., cloth; 398 
pages $15.00 

HUGHES.— American Miller and Millwright's Assist- 
ant. 

By Wm. Cabteb Hughes. A new edition. In one vol., 12mo. $1.50 

HURST.— A Hand-Book for Architectural Surveyors 
and others engaged in Building: 

Containing Formulse useful in Designing Builder's work. Table of 
Weights, of the materials used in Building, Memoranda connected 
with Builders' work. Mensuration, the Practice of Builders' Measure- 
ment, Contracts of Labor, Valuation of Property, Summary of the 
Practice in Dilapidation, etc., etc. By J. F. Hubst, C. E. Second 
edition, pocket-book form, full bound $2.50 

JBRVIS.— Railway Property : 

A Treatise on the Construction and Management of Bailways ; de- 
signed to afford useftil knowledge, in the popular style, to the holders 
of this class of property ; as well as Railway Managers. Officers, and 
Agents. By John B. Jebvis, late Chief Engineer or the Hudson 
River Railroad, Croton Aqueduct, etc. In one vol., 12mo., cloth $2.00 

JOHNSTON.— Instructions for the Analysis of Soils, 
Limestones, and Manures. 

By J. F. W. Johnston. 12mo 38 
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KEEKE.— A Hand-Book of Practical Grauging : 

For the Une of Beginners, to which is added, A Chapter on Distilla^ 
tion, describing the process in operation at the Custom House for 
ascertaining the strength of wines. By James B. Keene, of H. M. 
Customs. 8vo $1.25 

KELLEY.— Speeches, Addresses, and Letters on In- 
dustrial and Financial Questions. 

By Hon. William D. Kellet, M. C. In one yolume, 544 pages, 
8vo $3.00 

KENTISH.— A Treatise on a Box of Instruments, 

And the Slide Bule ; with the Theory of Trigonometry and Loga- 
ritbms, including Practical Greometry, Surveying, Measuring of Tim- 
ber, Cask and Mak Gauging, Heights, and Distances. By Thomas 
Kentish. In one volume. 12mo $1.25 

KOBELL.—EBNI.— Mineralogy Simplified: 

A short Method of Determining and Classifying Minerals, by means 
of simple Chemical Experiments in the Wet Way. Translated from 
the last German Edition of F. YON Kobell, with an Introduction to 
Blow-pipe Analysis and other additions. By Henri Erni, M. D., 
late Cnief Chemist, Department of Agriculture, author of " Coal Oil 
and Petroleum." In one volume, 12mo. .... $2.50 

ZiAKBBIN.— A Treatise on Steel: 

Comprising its Theory, Metallurgy, Properties, Practical Working, 
and Use. By M. H. C. Landrin, Jr., Civil En^neer. Translate 
from the French, with Notes, by A. A. Fesqüet, Chemist and Engi- 
neer. With an Appendix on the Bessemer and the Martin Processes 
for Manufacturing Steel, from the Report of Abram S. Hewitt, United 
States Commissioner to the Universal Exposition, Paris, 1867. In one 
volume, 12mo. $3.00 

LABKIN.— The Practical Brass and Iron Founder's 
Guide : 

A Concise Treatise on Brass Founding, Moulding, the Metals and their 
Alloys, etc..: to which are added Recent Improvements in the Manu- 
facture of Iron, Steel by the Bessemer Process, etc., etc. By James 
Lark in, late Conductor of the Brass Foundry Department in Beany, 
Neafie & Co*s. Penn Works, Philadelphia. Fifth edition, revised, 
with Extensive additions. In one volume, 12mo. . . $2.25 

LEA VITT.— Pacts about Peat as an Article of Fuel : 

,^ With Remarks upon its Origin and Composition, the Localities in 
which it is found, the Methods of Preparation and Manufacture, and 
the various Uses to which it is applicable ; together with many other 
matters of Practical and Scientific Interest. To which is added a chap- 
ter on the Utilization of Coal Dust with Peat for the Production of an 
Excellent Fuel at Moderate Cost, specially adapted for Steam Service. 
By T. H. Leavitt. Third edition. 12mo. . . . $1.75 
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IiEBOUX, C— A Practical Treatise on the Manufac- 
ture of Worsteds and Carded Yarns : 

Comprising Practical Mechanics, with Rules and Calculations applied 
to Spinning ; Sorting, Cleaning, and Scouring Wools ; the English 
and French methods of Combing, Drawing, and Spinning Worsteds 
and Manufacturing Carded Yarns. Translated from the French of 
Charles Leroux, Mechanical Engineer, and Superintendent of a 
Spinning Mill, by Horatio Paine, M. D., and A. A. Fesquet, 
Cnemist and Engineer. Illustrated by 12 large Plates. To which is 
added an Appendix, containing extracts from the Reports of the Inter- 
national Jur^, and of the Artisans selected by the Committee appointed 
by the Council of the Society of Arts, London, on Woollen and Worsted 
Machinery and Fabrics, as exhibited in the Paris universal Exposi- 
tion, 1867. 8vo., cloth $5.00 

IiESLIE (Miss).— Complete Cookery: 

Directions for Cookery in its Various Branches. By Miss Leslie. 
60th thousand. Thoroughly revised, with the addition of Ne^ Re- 
ceipts. In one volume, 12mo., cloth $1.50 

LESLIE (Miss).— Ladies' House Book : 

A Manual of Domestic Economy. 20th revised edition. 12mo.y cloth. 

LESLIE (Miss).— Two Hundred Beceipts in French 
Cookery. 

Cloth, 12mo. 

LIEBEB.— Assayer's Guide : 

Or, Practical Directions to Assayers, Miners, and Smelters, for the 
Tests and Assavs, by Heat and by Wet Processes, for the Ores of all 
the principal Metals, of Gold and Silver Coins and Alloys, and of 
Coal, etc. By Oscar M. Lieber. 12mo., cloth. . . $1.25 

LOTH.— The Practical Stair Builder : 

A Complete Treatise on the Art of Building Stairs and Hand-Rails. 
Designed for Carpenters, Builders, and Stair-Builders. Illustratea 
with Thirty Original Plates. By C. Edward Loth, Professional 
Stair-Builder. One large 4to. volume. .... $10.00 

LOVE.— The Art of Dyeing, Cleaning, Scouring, and 
Finishing, on the Most Approved English and 
French Methods: 

Being Practical Instructions in Dyeing Silks, Woollens, and Cottons, 
Feathers, Chips, Straw, etc. Scouring and Cleaning Bed and "Window 
Curtains, Carpets, Rugs, etc. French and English Cleaning, any 
Color or Fabric of Silk, Satin, or Damask. By Thomas Ix)VE, a 
Working Dyer and Scourer. Second American ißdition, to which are 
added General Instructions for the Use of Aniline Colors. In one 
volume, 8?o., 343 pages. $5.00 
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MAIN and BBOWN.—Questions on Subjects Con- 
nected with the Marine Steam-Engine : 

Alid Examination Papen ; with Hints for their Solution. By Thomas 
J. Main, Profesnor of Mathematios, Royal Naval College, and Thomas 
Brown, Chief Engineer, K. N. 12mo., cloth. . . . ;^1.50 

MAIN and BBOWN.— The Indicator and Dynamo- 
meter: 

With their Practical Applications to the Steam-Engine. By Thomas 
J. Main, M. A. F. R., Assistant Professor Royal Naval College, Ports- 
mouth, and Thomas Brown, Assoc. Inst. C. E., Chief Engineer, R. 
N., attached to the Royal Naval College. Illustrated. From the 
Fourth London Edition. 8vo $1.50 

MAIN and BBOWN.— The Marine Steam-Engine. 

Jij Thomas J. Main, F. R. ; Assistant S. Mathematical Professor at 
the Royal Naval College, Portsmouth, and Thomas Brown, Assoc. 
Inst. C. E., Chief Engineer R. N. Attached to the Royal Naval Col- 
lege. Authors of " Questions connected with the Marine Steam-En- 
gine,*' and the " Indicator and Dynamometer.'' With numerous Illus- 
trations. In one volume, 8vo $5.00 

MABTIN.— Screw-Cutting Tables, for the Use of Me- 
chanical Engineers: 

Showing the Proper Arrangement of Wheels for Cutting the Threads 
of Screws of any required Pitch ; with a Table for Making the Uni- 
versal Gas-Pipe Thread and Taps. By W. A. Maetin, Engineer. 
8vo 50 

Mechanics' (Amateur) Workshop: 



Third edition. Illustrated. 8vo $3.00 


MOLESWOBTH.— Pocket-Book of Useful Formulae 
and Memoranda for Civil and Mechanical Engi- 
neers. 

By Guilford L. Molesworth, Member of the Institution of Civil 
Engineers, Chief Resident Engineer of the Ceylon Railway. Second 
Americim, from the Tenth London Edition. In one volume, full 
bound in pocket-book form $2.00 

NAPIEB.— A System of Chemistry Applied to Dyeing. 

By James Napier, F. C. S. A New and Thoroughly Revised Edi- 
tion. Completely bro\ight up to the present state of the* Science, inclu- 
ding the Chemistry of Coal Tar Colors, by A. A. Fesquet, Chemist 
and Engineer. With an Appendix on Dyeing and Calico Printing, as 
shown at the Universal Exposition, Paris, 1867. Illustrated. In one 
volume, 8vo., 422 pages $5.00 
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NAPIEB.— Manual of Electro - Metallurgy : 

T?i".t' NV^rlÄ""*^^^^^ ?^ *^^ ^^ *« Manufa^jturing Processes, ^y 
James 2S apiek. i ourth American, from the Fourth London editioxl, 
revised and enlarged. Ulustratea by engravings. In one vol., 8vo. $2.o6 

NASON.— Table of Reactions for QuaUtative Chemical 
^^uaijTsis* 

By Henry B. Nason, Professor of Chemistry in the Rensselaer Poljr- 
teehnic Institute, Troy, New York. Illustrated by Colors. . 63 

NEWBERY.— Gleanings from Ornamental Art of^ 
every style : 

Brawn from Examples in the British. South Kensington, Indian , 
Crystal Palace, and other Museums, the Exhibitions of 1851 and 1862 
and the best English and Foreign works In a series of one hundre<i 
exquisitelv drawn Plates, containing manv hundred examples. :By 
Robert Newbery. 4to. . ... . . • $I5.00 

MTICHOLSON.— A Mamixal of tlie Art of Bookbindixxg t 

Containing full instructions in the different Brajiches of Forwarding 
Gilding, and Finishing. Also, the Art of Marbling Book-edges a.Ti<i 
Paper. By James B. Nicholson. Illustrated. 12mo., cloth. $2.25 

MTICHOLSON.—Tlie Carpenter's New Guide: 

A Complete Book of Lines for Carpenters and Joiners. By P:e:tiex<. 
NiCHOi^ON. The whole carefully and thoroughly revised by H. ^^ 
Davis, and containing numerous new and improved and original X>e- 
signs for Roofs, Domes, etc. By S AMI} EL Sloan, Architect. lllx\s 
trated by 80 plates. 4to. %4:.5< 

MTORRIS.— A Saxia.-l>oolL for Iiocomotive Engixxeer' 
and Machinists t 

Comprising the Proportions and Calculations for ConstructiTi» -r 
motives; Manner of Setting Valves ; Tables of Squares^ CuVvcia Ay^ 
etc., etc. By Sisi>tim:us Norris, Civil and Mechanical :E.\\o^!, 
New edition. Illustrated. 12mo., cloth. ... ^ So^ 

NYSTROM.— On Teclinological Education, »^1.^ ^^ 
Construction of Bliips and Screw Propeii^^^^^ ^^ 

For Naval and Marine Engineers. By John W. ^^STtio^ \ 

ing Chief Engineer, U.S.N. Second edition, revised NvVtV^^' ^^^^ ^ 

matter. Illustrated by seven engravings. 12mo. ^ ^^ »«.ditio 

O'NEILL.— A. dictionary of Dyeing ana OaA^ * ^ 
ing: ^^*.Qo "Pri 

Containing a l>rief account of all the Suhataiicea anA t^ 
in the Art of TDyeine and Printing Textile ^a\ir\«r ^^^^esses it 
Receipts and Scientiftc Information. By C^jl^vtZT» ^itVi Prat 
lytical Cliexnist ; T^ellow of the Chemical So^iV Jt?!:^^ O'l^^li^i,, 
of the Literarv and Pliilosophical Society ^,^ ^Y ^^^l-.oivdon • Me 
"Chemistry o*f Calico Printing and IJyei^^g^ ,,«».«kxvQ\v^^t^^ . Autb 
Essay on Coal Tar Colors and their aPPüo^^.^ ^_\ö v^VvVcVv 'is add 
Printing. By A.. A. T^esqtjet, Chemist a.^^^ ^ ^V^Vnc and 
pendix on Eyeing and Calico Pnnting^^xv^Vxv^TVHli 
Exposition, X^aris, 1867. In one volum^/ ^^^^^^^^It Ät 


"^^ ^^\ 
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OBTON.— Underground Treasnres: 

How and Where to Find Them. A Key for the Ready Determination 
of all the I'seful Minerals within the United States. By James 
Obton, a. M. Hlttstrated, 12mo. . . . ' . $1.50 

OSBOBlf.— American Mines and Mining: 

Theoretically and Practically Considered. By Prof. H. S. OSBOBN. 
Illustrated by numerous engravings. 8vo. {In preparation.) 

OSBOBK.— The Metallurgy of Iron and Steel : 

Theoretical and Practical in nil its Branches ; with special reference 
to American Materials and Processes. By H. S. Osborn, LL. D., 
Professor of Mining and Metallurgy in Lafayette College, Easton, 
Pennsylvania. Illustrated by numerous large folding plates and 
wood-engravings. 8vo. $15.00 

OVEBMAN.— The Manufacture of Steel : 

Containing the Practice and Principles of Working and Making Steel. 
A Handbook fiir Blacksmiths and Workers in Steel and Iron, Wagon 
Makers, Die Sinkers, Cutlers, and Manufacturers of Files and H{u*d- 
ware, of Steel and Iron, and for Men of Science and Art. By Fred- . 

BRICK Overman, Mining Engineer, Author of the '' Manufacture of 
Iron," etc. A new, enlar^d, and revised Edition. By A. A. Fesquet, 
Chemist and Engineer $1.50 

OVEBMAN.—The Moulder and Founder's Pocket 
Guide : 

A Treatise on Moulding and Founding in Green-sand, Dry-sand^ Loam, 
and Cement; the Moulding of Machine Frames, Mill-^ear, Hollow- 
ware, Ornaments, Trinkets, Bells, and Statues ; Description of Moulds 
for Iron, Bronze, Brass, and other Metals; Plaster of Paris, Sulphur, 
Wax, and other articles commonly used in Casting ; the Construction 
of Melting Furnaces, the Melting and Founding of Metals ; the Com- 
position of Alloys and their Nature. With an Appendix containing 
Receipts for Alloys, Bronze, Varnishes and Colors tor Castings ; also. 
Tables on the Strength and other qualities of Cast Metals. By Fred- 
erick Overman, Mining Engineer, Author of " The Manufacture 
of Iron." With 42 Illustrations. 12mo $1.50 

Fainter, Gilder, and Varnisher's Companion : 

Containing Kules and Regulations in everything relating to the Arts 
of Painting, Gilding, Varnishing, Glass-Staining, Graining, Marbling, 
Sign-Writing, Gilding on Glass, and Coach Painting and Varnishing ; 
Tests for the Detection of Adulterations in Oils, Colors, etc. ; and a 
Statement of the Diseases to which Painters are peculiarly liable, with 
the Simplest and Best Remedies. Sixteenth Edition. Revised, with 
an Appendix. Containing Colors and Coloring - Theoretical and 
Practical. Comprising descriptions of a ^reat variety of Additional 
Pigments, their Qualities and Uses, to which are added, Dryers, and 
Modes and Operations of Painting, etc. Together with ChevreuPs 
Principles of Harmony and Contrast of Colors. 12mo., cloth. $1.50 
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PAIiIiETT.— The Miller's, Millwright's, and Engineer's 
Guide. 
By Henry Pallett. Illustrated. In one volume, 12mo. $3.00 

FEBCY.— The Manufacture of Russian Sheet-Iron. 

By John Percy, M.D., F.R.S., Lecturer on Metallurgy at the Royal 
School of Mines, and to The Advanced Class of Artillery Officers at 
the Royal Artillery Institution, Woolwich ; Author of " Metallurgy." 
With Illustrations. 8vo., paper 60 cts. 

PEBKINS.— Gas and Ventilation. 

Practical Treatise on Gas and Ventilation. With Special Relation to 
Illuminating, Heating, and Cooking by Gas. Including Scientific 
Helps to Engineer-students and others. With Illustrated^ Diagrams. 
By E. E. Perkins. 12mo., cloth $1.25 

PEBKINS and STOWE.— A New Guide to the Sheet- 
iron and Boiler Plate BoUer : 

Containing a Series of Tables showing the Weight of Slabs and Piles 
to produce Boiler Plates, and of the Weight of Piles and tlie Sizes of 
Bars to produce Sheet-iron ; the Thickness of the Bar Gauge in 
decimals; the Weight per foot, and the Thickness on the Bar or Wire 
Gauge of the fractional parts of an inch ; the Weight per sheet, and 
the Thickness on the Wire Gauge of Sheet-iron of various dimensions 
to weigh 112 lbs. per bundle; and the conversion of Short 'Weight 
into Long Weight, and Long Weight into Short. Estimated and col- 
lected by G. H. Perkins and J. G. Stowe $2.50 

PHILLIPS and DABLINGTON.— Becords of Mining 
and Metallurgy; 

Or Facts and Memoranda for the use of the Mine Agent and Smelter. 
By J. Arthur Phillips, Mining Engineer, Graduate of the Imperial 
School of Mines, France, etc., and John Darlington. Illustrated 
by numerous engravings. In one volume, 12mo. . . $2.00 

PBOTEATJX.— Practical Guide for the Manufacture 
of Paper and Boards. 

By A. Proteaux, Civil Engineer, and Graduate of the School of Arts 
and Manufactures, and Director of Thiers' Paper Mill, Puy-de-Döme. 
With additions, by L. S. Le Normand. Translated from the French, 
with Notes, by HORATIO Paine, A. B., M. D. To which is added a 
Chapter on the Manufacture of Paper from Wood in the United 
States, by Henry T. Brown, of the '* American Artisan." Illus- 
trated by six plates, containing Drawings of Raw Materials, Machi- 
nery, Plans of Paper-Mills, etc., etc. 8vo $7.50 

BBGNÄXTLT.— Elements of Chemistry. 

By M. V. Regnault. Translated from the French by T. Forrest 
Betton, M. D., and edited, with Notes, by James C. Booth, Melter 
and Refiner U. S. Mint, and Wm. L. Faber, Metallurgist and Mining 
Engineer. Illustrated by nearly 700 wood engravings. Comprising 
nearly 1500 pages. In two volumes, 8vo., cloth. . . . $7.50 
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BEID.— A Practical Treatise on the Manufacture of 
Portland Cement: 

B^ Henry Reid, C. E. To which is added a Translation of M. A. 
Lipowitz's Work, describing a New Method adopted in Germany for 
^lanufacturing that Cement, by W. F. Reid. Illustrate by plates 
and wood engravings. 8yo. ....... $6.00 

RIPPAULT, VERGNAUD, and TOUSSAINT.— A 
Practical Treatise on the Manufacture of Var- 
nishes. 

By M M. RiFFAULT, Vergnaud, and Toussaint. Revised and 
Edited by M. F. Malepetre and Dr. Emil Winckler. Illustrated. 
In one volume, 8vo. {In preparation.) 

BIFPAULT, VEBGMTAUD, and TOUS3AINT.— A 
Practical Treatise on the Manufacture of Colors 
for Painting: 

Containing the best Formulae and the Processes the Newest and in 
most General Use. By M M. Riffault, Vergn aud, and Toussaint. 
Revised and Edited bv M. F. Malepeyre and Dr. Emil WinckLer. 
Translated from the French by A. A. Fesquet, Chemist and Engi- 
neer. Illustrated by Engravings. In one volume, 650 pages, 8vo. 
{Beady June 1, 1874.) 

BOBINSON.—Explosions of Steam Boilers: 

How they are Caused, and how they may be Prevented. By J. R. 
Robinson, Steam Engineer. 12mo $1.25 

BOPEB.— A Catechism of High Pressure or Non- 
Condensing Steam-Engines : 

Including the Modelling, Constructing, Running, and Management 
of Steam Entwines and Steam Boilers. With Illustrations. By 
Stephen Roper, Engineer. Full bound tucks . . . $2.00 

BOSEIiEUB.— Galvanoplastic Manipulations : 

A Practical Guide for the Gold and Silver Electro-plater and the 
Galvanoplastic Operator. Translated from the French of Alfred 
Roseleur, Chemist, Professor of the Galvanoplastic Art, Manufactu- 
rer of Chemicals, Gold and Silver Electro-plater. By A. A. Fesquet, 
Chemist and Engineer. Illustrated by over 127 Engravings on wood. 
8vo., 495 pages $6.00 

ß^^ This Treatise is the fullest and by far the best on this subject ever 
published in the United States, 

SCHINZ.— Besearches on the Action of the Blast 
Furnace. 

By Charles Schinz. Translated from the German with the special 
permission of the Author by William H. Maw and Moritz Mül- 
ler. With an Appendix written by the Author expressly for this 
edition. Illustrated by seven plates, containing 28 figures. In one 
volume, 12mo. $4.25 
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SHAW.— Civil Architecture : 

Being a Complete Theoretical and Practical System of Building, con- 
taining the Fundamental Principles of the Art. By Edward Shaw, 
Architect. To which is added a Treatise on Gothic Architecture, etc. 
Bv Thomas W. Silloway and George M. Harding, Architects. 
The whole illustrated by One Hundred and Two quarto plates finely 
engraved on copper. Eleventh Edition. 4to., cloth. .. $10.00 

SHUWK.— A Practical Treatise on Bailway Curves 
and Location, for Young Engineers. 
By William F. Shunk, Civil Engineer. 12mo. . ' . $2.00 

SLOAN.— American Houses: 

A variety of Original Designs for Rural Buildings. Ulustrated by 26 
colored Engravings, with Descriptive References. By Samuel Sloan, 
Architect, author of the " Model Architect," etc., etc. 8vo. $2.50 

SMEATON.— Builder's Pocket Companion: 

Containing the Elements of Building, Surveying, and Architecture ; 
with Practical Rules and Instructions connected with the subject. 
By A. C. Smeaton, Civil Engineer, etc. In one volume, 12mo. $1.50 

SMITH.— A Manual of Political Economy. 

By E. Peshine Smith. A new Edition, to which is added a full 
Index. 12mo., cloth . $1.25 

SMITH.— Parks and Pleasure Grounds : 

Or Practical Notes on Country Residences, Villas, Public Parks, and 
Gardens. Bj Charles H. J. Smith, Landscape Gardener and 
Garden Architect, etc., etc. 12mo. $2.25 

SMITH.— The Dyer's Instructor: 

Comprising Practical Instructions in the Art of Dyeing Silk, Cotton, 
Wool, and Worsted, and Woollen Goods: containing nearly 800 
Receipts. To which is added a Treatise on the Art of Padding ; and 
the Printing of Silk Warps, Skeins, and Handkerchiefs, and the 
various Mordants and Colors for the diflferent styles of such work. 
By David Smith, Pattern Dyer. 12mo., cloth. . . . $3.00 

SMITH.— The Practical Dyer's Guide: 

Comprising Practical Instructions in the Dyeing of Shot Cobourgs, 
Silk Striped Orleans, Colored Orleans from Black Warps. Ditto from 
White Warps, Colored Cobourgs from White Warps, Mennos, Yarns, 
Woollen Cloths, etc. Containing nearly 300 Receipts, to most of which 
a Dved Pattern is annexed. Also, A Treatise on the Art of Padding. 
By David Smith. In one volume, 8vo. Price. . . $25.00 

STEWART.— The American System. 

Speeches on the Tariff Question, and on Internal Improvements, princi- 
pallv delivered in the House of Representatives of the United States. 
By Andrew Stewart, late M. C. from Pennsylvania. With a Portrait, 
and a Biographical Sketch. In one volume, 8vo., 407 pages. $3.00 
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STOICES.— Cabinet-maker's and Upholsterer's Com- 
panion: 

Comprising the Rudiments and Principles of Cabinet-making and Up* 
holstery, with Familiar Instructions, illustrated by Examples for 
attaining a Proficiency in the Art of Drawing, as applicable to Cabi- 
net-work ; the Processes of Vcneerin^j, Inlaying, and Buhl-work ; the 
Art of Dyeing and Staining Wood, Bone, Tortoise Shell, etc. Direc- 
tions for Lackering, Japanning, and Varnishing; to make French 
Polish ; to prepare the Best Glues, Cements, and Compositions, and a 
number of Receipts particularly useful for workmen generally. By 
J. Stokes. In one yolume, 12mo. With Illustrations. . $1.25 

Strength and other Properties of Metals: 

Reports of Experiments on the Strength and other Properties of Metals 
for Cannon. With a Description of the Machines for testing Metals, 
and of the Classification of Cannon in service. Bv Officers of the Ord- 
nance Department U. S. Army. By authority of tne Secretary of War. 
IllustratcKi by 25 large steel plates. In one volume, 4to. . $10.00 

SULLIVAN.— Protection to Native Industry. 

By Sir Edwaed Sullivan, Baronet, author of " Ten Chapters on 
Social Reforms." In one volume, 8vo $1.50 

Tables Showing the Weight of Bound, Square, and 
Flat Bar Iron, Steel, etc.. 

By Measurement. Cloth 63 

TAYLOB.— Statistics of Coal : 

Including Mineral Bituminous Substances employed in Arts and 
Manufactures ; with their Geographical, Geological, and Commercial 
Distribution and Amount of Production and Consumption on the 
American Continent. With Incidental Statistics of the Iron Manu- 
facture. By R. C. Taylor. Second edition, revised by S. S. Hal- 
DEMAN. Illustrated by five Maps and many wood engravings. 8vo., 
cloth $10.00 

TEMFLETON.— The Practical Examinator on Steam 
and the Steam-Engine: 

With Instructive References relative thereto, arranged for the Use of 
Engineers, Students, and others. By Wm. Templeton, Engineer. 
12mo $1.25 

THOMAS.— The Modern Practice of Photography. 

By R. W. Thomas, F. C. S. 8vo., cloth 75 

THOMSON.— Freight Charges Calculator. 
By Andrew Thobcson, Freight Agent. 24mo. . . . $1.25 

TURNING: Specimens of Fancy Turning Executed 
on the Hand or Foot Lathe: 

With Geometric, Oval, and Eccentric Chucks, and Elliptical Cutting 
Frame. By an Amateur. Illustrated by 30 exquisite Photographs. 
4to $3.00 


HENRY CAREY BAIRD'S CATALOGUE. 21 

Turner's (The) Companion: 

Containing Instructions in Concentric, Elliptic, and Eccentric Turn- 
ing : also various Plates of Chucks, Tools, and Instruments ; and Di- 
rections for using the Eccentric Cutter, Drill, Vertical Cutter, and 
Circular Rest ; with Patterns and Instructions for working them. A 
new edition in one volume, 12mo. $1.50 

UBBIN.— BRXTLL.— A Practical Guide for PuddUng 
Iron and Steel. 

By Ed. Ueuin, Engineer of Arts and Manu&ctures. A Prize Essa^r 
read before the Association of Engineers, Graduate of the School of 
Mines, of Liege, Belgium, at the Meeting of 186o-(). To which is added 
A COMPABISON OP THE RESISTING PROPEKTIES OF IRON AND STEEL. 

By A. Brull. Translated from the French by A. A. Fesquet, Che- 
mist and Engineer. In one volume, 8vo $1.00 

VAIIiE.— Galvanized Iron Cornice-Worker's Manual: 

Containing Instructions in Laying out the Different Mitres, and Ma- 
king Patterns for all kinds of Plam and Circular Work. Also, Tables 
of Weights, Areas and Circumferences of Circles, and other Matter 
calculated to Benefit the Trade. By Charles A. Vaile, Superin- 
tendent " Ilichmond Cornice Works)" Bichmond, Indiana. Illustra- 
ted by 21 Plates. In one volume, 4to fö.OO 

VIIiLE.— The School of Chemical Manures : 

Or, Elementary Principles in the Use of Fertilizing Agents. From the 
French of M. George Ville, by A. A. Fesquet, Chemist and Engi- 
neer. With Illustrations. In one volume, 12 mo. . . . $1.25 

VOGDES.— The Architect's and Builder's Pocket Com- 
panion and Price Book: 

Consisting of a Short but Comprehensive Epitome of Decimals, Duo- 
decimals, Geometry and Mensuration; with Tables of U. B. Meaifure«, 
Sizes, Weights, Stren^hs, etc., of Iron, Wood, Stone, and various 
other Materials, Quantities of Materials in Given Sizes, and Dimen- 
sions of Wood, Brick, and Stone ; and a full and complete Bill of 
Prices for Carpenter's Work ; also. Rules for Computing and Valuing 
Brick and Bnck Work, Stone Work, Painting. Plastering, etc. By 
Frank W. Yogdes, Architect lUnstrated« Full bound in pocket- 
book form. $2.00 

Bound in cloth 1.50 

WABW.— The Sheet-Metal Worker's Inatructor: 

For Zinc, Sheet-Iron, Copper, and Tin-Plate Worker», etc. Contain- 
ing a selection of Geometrical Problems; also, Practical and Simple 
Rules for describing the various Patterns reqaired in the diflerent 
branches of the above Trade«. By Beübeit H. Wabk, Practical Tin- 
plate Worker. To which is added an Appendix, containing InKtme- 
tions for Boiler Making, Mensuration of Sur&ces and Solid«, Boles lor 
Calculating the Weights of different Figures of Iron and Steel, Tabka 
of the Weights of iron. Steel, etc. niastrated by 32 Plates and 37 
Wood Engravings. Svo. $3jOO 
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WARNER.— New Theorems, Tables» and Diagrams 
for the Computation of Earth- Work:- 

Designed fur the use of Engineers in Preliminary and Final E^stimates, 
of Students in Engineering, and of Contractors and other non-profes- 
sional Computers. In Two Parts, with an Appendix. Part I. — A 
Practical Treatise ; Part II. — A Theoretical Treatise ; and the Appen- 
dix. Containing Notes to the Rules and Examples of Part I. ; Expla- 
nations of the Construction of Scales, Tables, and Diagrams, and a 
Treatise upon Equivalent Square Bases and Equivalent Level Heights. 
The whole illustrated by numerous original Engravings, comprising 
Explanatory Cuts for Definitions and Problems, Stereometric Scales 
ana Diagrams, and a Series of lithographic Drawings from Models, 
showing all the Combinations of Solid Forms which occur in Railroad 
Excavations and Embankments. By John Wabneb, A. M., Mining 
and Mechanical Engineer. 8vo $5.00 

WATSON.— A Manual of the Hand-Lathe : 

Comprising Concise Directions for working Metals of all kinds, Ivory, 
Bone and Precious Woods ; Dyeing, Colormg, and French Polishing ; 
Inlaying by Veneers, and various methods practised to produce Elabo- 
rate work with Dispatch^ and at Small Expense. By EgbEbt P. 
Watson, late of " The Scientific American," Author of " The Modem 
Practice of American Machinists and Engineers." Illustrated by 78 
Engravings $1.50 

WATSON.— The Modem Practice of American Ma- 
chinists and Engineers: 



Actual Practice at the Lathe, the Vice, and on the Floor. Together 
with Workshop Management, Economy of Manufacture, the Steam- 
Engine, Boilers, Gears, Belting, etc., etc. By Egbebt P. Watson, 
late of the " Scientific American." Illustrated by 86 Engravings. In 
one volume, 12mo $2.50 

WATSON.— The Theory and Practice of the Art of 
Weaving by Hand and Power : 

With Calculations and Tables for the use of those connected with the 
Trade. By John Watson, Manufacturer and Practical Machine 
Maker. Illustrated by large Drawings of the best Power Looms. 
8vo . $10.00 

WEATHBRLY.— Treatise on the Art of Boiling Su- 
gar, Crystallizing, Lozenge-making, Comfits, Giim 
Goods. 

12mo $2.00 

WEDDING.— The Metallurgy of Iron ; 

Theoretically and Practically Considered. By Dr. Hermann Wed- 
ding, Professor of the Metallurgy of Iron at the Royal Mining 
Academy, Berlin. Translated by Julius Du Mont, Bethlehem, Pa. 
Illustrated by 207 Engravings on Wood, and three Plates. In one 
volume, 8vo. {In press.) 
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WIIiL. — Tables for Qualitative Chemical Analysis. / 

By Professor Heinrich Will, of Giessen, Germany. Seventh edi- 
tion. Translated by Charles F. Himes, Ph. D., Professor of Natu- 
ral Science, Dickinson College, Carlisle, Pa. 

WILLIAMS.— On Heat and Steam : 

Embracing New Views of Vaporization, Condensation, and Explosions. 
By Charles Wye Williams, A. I. C. E. Illustrated. 8vo. $3.50 

WOHLEB..— A Hand-Book of Mineral Analysis. 

By F. Wohler, Professor of Chemistry in the University of Göttin- 

fen. Edited by Henry B. Nason, Professor of Chemistry in the 
Lensselaer Polytechnic Institute, Troy, New York. Illustrated. In 
one volume, 12mo. . . $3 00 

WOBSSAM.— On Mechanical Saws: 

From the Transactions of the Society of Engineers, 1869. By S. W. 
WoBSSAM, Jr. lUustrated by 18 large plates. 8vo. . . $5.00 
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